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Subchapterl — General Provisions

DEPARTMENT OF NATURAL RESOURCES

Chapter NR 149

NR 149.02

LABORATORY CERTIFICATION AND REGISTRATION

NR 149.23
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NR 149.06 Certificates. SubchapterVI — On-Site Laboratory Evaluations
NR 149.07 Transfer of certification and registration. NR 149.29 Purpose, type and frequency
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licensesor approvals. NR 149.31 Evaluation reports.
NR 149.09 Certification standards review council. NR 149.32  Evaluation corrective action.
NR 149.10 Enforcement. NR 149.33  Conflicts of interest.
NR 149.1 Discretionary acceptance. NR 149.34  Evaluator qualifications.
NR149.12  Variances. Subchapter VIl — Quality Systems
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NR 149.13 Fields of accreditation (certification and registration). NR 149.36  Laboratory personnel.
P : : NR 149.37  Quality manual.

ﬁlébﬂgp{ir IVA_ Certification and Registration Process NR 149.38 Corrective action for quality system and quality control samples.

. pplication for certification or registration. NR 14939 Records and documents
NR 149.15 Period, renewal and expiration of certification or registration. NR 14940  Standard o : od
NR 149.16 Notification of relocation. : perating procedures.

NR 149.41 Method selection.
NR 149.17  Laboratory name change. NR 149.42  Alternative methods
NR 149.18 Subcontracting of analyses by certified or registered Iaboratories.NR 149'43 Laboratory facilities ’
NR 149.19 Requirements for certification in the drinking water matrix. NR 149'44 Laboratory equi mént
NR 149.20 Requirementdor certification or registration in the wholeflaént NR 149'45 M y ?t P b"l't
toxicity analyte class. : easurement traceapility

NR 14921 Fees NR 149.46 Handling of samples.

’ ’ NR 149.47  Laboratory test reports.
Subchapter V — Proficiency Testing NR 149.48  Quality control requirements for chemical testing.

NR 149.22 Required analyses of proficiency testing samples. NR 149.49  Quality control requirements for wholefleknt toxicity testing.

Note: Chapter NR 149 as it existed on April 30, 2008, was repealed and a new (3) The requirements for the certificatiaf laboratories per

ggggterNR 149 wagcreated, Register April 2008 No. 628feetive September 1, forming analyses fothe safe drinking water program covered by
' ch.NR 809 are specified in s. NR 149.19.

Note: Laboratories performing analyses fbe safe drinking water pro
gramcovered by ch. NR 809 must be certified even if they do not perform
The purpose of this chapter is tof intend to perform tests commercially for hire. Registratomt avai

Ablefor these analyses.
(4) Therequirements for the certification and registration of
laboratorieperforming whole dfuent toxicity testing are speci
fied in ss. NR 149.20 and 149.49.

: -2 . A (5) This chapterapplies to laboratories analyzing industrial
requirementdor the administration ahe laboratory certification pre—treatmensamples when the department is the control author

andregistration program by the dep_artm_ent._ ) ity of a pre-treatment ordinance, or when another control author
(2) Unlessotherwise exempted in thiection, this chapter jty requires it.

appliesto laboratories:

Subchapter| — General Provisions

NR 149.01 Purpose.
establisha program for the certification and registration of labor
toriesperforming testing under s. 299, 1Stats.

History: CR 06-005: crRegister April 2008 No. 628,feD-1-08.

NR 149.02 Applicability. (1) This chapterspecifies

. o . . (6) Laboratoriesrequired toperform bacteriological testing
(@) Applying for certification and registration. for a covered program shall lertified or approved under ch.
(b) Holding a certification or a registration. ATCP 77 bythe department of agriculture, trade, and consumer
(c) Submitting data to the department for a covered prograprotection.

(d) Generating datéhat is necessary for the department to (7) Laboratoriesequired to perform radiological testing for a

determinecompliance with a covered program. coveredprogram shall be certified or approved byAEP
Note: Administrative codes and programs requiring analyses to be performed by . . .

acertified or registered laboratory are chs. NR 4 Sewerage System43L-Servic (8) This cha_pter establishes requirements that shall be fol

ing SepticSystems, 123 — &l Compensation Program, 131 — Metallic Mineral Proslowed, at a minimum, by all laboratories.

pecting,132 — Metallic Mineral Mining, 140 — Groundwater Quali5 — Private Lab tori | ible f followi

Wells, 150 — Environmental Analysis and Review Procedures, 157 — Management of(a_) aboral OI’I_eS_ are also responsible QI’ 0 meg any

S, — Hazardous Substance DisgeaNotification, — Metallic Mining requirementspertainin O analyseand analytcal operations
PCBs,158 — Hazardous Sub: DisgeaNotification, 182 — Metallic Mini t t t I d lytical t

Waste,206 — Land Disposal of Municipal and Domestiadféwaters, 210 — Sewage containedin mandated test methods or regulatlons when those

Treatment Wirks, 21 — General Pretreatment Requirements, 212st&lbad Alle - - s . ;
catedEffluent Limits, 214— Land Teatment of Industrial Liquid Wstes, 216 — '€duirementsare more stringent than the ones specified in this

StormwateiManagement, 219 — Analyticist Methods and Procedures, 347 —Sedchapterunless this chapter grants explicit, alternative allowances.
imentSampling and Analysis, 507 — Environmental Monitoring for Landfills, 528 — P o .

Management of Accumulated Sediment from StoratdéVManagement Structures, (b) Wheniitis not apparer!t,Whether the mininTgguirements
661— Hazardous \aste Identification and Listing, 662Hazardous \aste Generator  Of this chapter or those specified in mandated test methods-or reg

Standards664 — Hazardoug/aste Teatment, Storage and Disposal Facility Stan ulationsare more stringenkaboratories shall follow the require
dards,665 — Interim License Hazardousa®¥e Teatment, Storage and Disposal genka q

Facility Standards, 700 — General Requirements for Investigation and Remediaﬁﬂ#msm mandated test methods or regulations.
of Environmental Contaminatioid12 — Environmental Response Actions, 716 —Site (c) The department shall retain the authority to make a decision

InvestigationsB09 — Safe Drinking \ater 811 —Design of Community \ater Sup : f : f
plies,845 — County Administration of NR 812 (PrivateNs), and DCF 251 Group _on the St””ggncy of a Iaboratory requiremetien the applicabil
ity of a requirement is disputed.

Day Care Centers for Children.
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Note: The order of precedence fitie authority of a requirementis stat ~ (a) “Calibration blank” means sample containing insignifi
ute, code, and method. The order of applicabilitgreiquirement is gen  cantor undetectable levels of ¢t analytes used to establish the
erally method, code, and statute, whenever eadteeding source con nalyticalzero of a calibration function
tainsmore general or less stringent requirements that are not in confligt. ’

History: CR 06-005: crRegister April 2008 No. 628,feB-1-08. (b) “Method blank’means a sample of a matrix devoid of or
having a consistent concentration or amount of the analytes of
NR 149.03 Definitions. In this chapter: interestprocessed simultaneously with and under the same

(1) “Acceptance limits” means limits established by thetions, preparatory and analyses steps as the associated samples.
departmenthatare used to determine if a laboratory has analyzed (c) “Temperature blank” means a sample contabfeatleast
a proficiency testing sample successfully 40 ml. capacityfilled with water and transported with each ship

(2) “Accuracy” means the closeness of a measured value to'Bgntof collected samples etermine the temperature of other
acceptedeference value or standard. samplesn the shipment on arrival at a laboratory

(3) “Analysis day” means the day in whichspecific type of (16) “Calibration” means the process used to establish an
analysisis performed. observedrelationship between the response of an analytical

(4) “Analyte” meansthe chemical substance, physical propinstrumemand a known amount of analyte, or the process used to
erty or oiganism analyzed in a sample ' determine py measuring or comparison with a reference standard,

5) “Analvt A t of ies that be det the correct value of each scale reading in an instrument, meter or
(5) “Analyte group” means aet of analytes that can be eterneasuringdevice.

minedusing the sammethod or technology and that constitute a Lo . o .
g 9y (17) “Calibration function” means the specific mathematical

ni knowl rtment, of the third tier of certifi . . ; . ; ’
gatit(’)ﬁf)r rggiset?gt?gnby théepartment, of the third tier of cert relationshipestablished to relate calibration standards to instru
' mentresponse.

“Analytical bal " I hat i le of .
(6) "Analytical balance” means lalance that is capable o (18) “Certificate” means a document owned by the depart

measuringmasses to at least 4 decimal places. - Lo . !
“ gnas i P mentand issued to a laboratory that indicateditids of accredi
(7) “Analytical class” means a set of analytes or analytt%

> > > tiongranted to a laboratary
groupsof similar behavior or composition, or a set of analytes or . e e _
analytegroups regulatednder the same provisions of the federal (19) “Certification” meanshe specific form of accreditation
safedrinking water act, that is usezloganize the third tier of cer €xtendedy the department to laboratories that perform analyses
tification or registration. for hire in connection with aovered program, or to laboratories

(8) “Analytical instruments” means any téastrumentused thatperf?rm (.1r.|nk|.ng wate.r:’malyses. . .
to provide analytical results that is not support equipment. (20) “Certification matrix” means a matrigype that is part of

“ . ” - . hefirst tier of a field of certification. Certification matrices are
(9) “Analytical run” means an event consisting of the unmterfjrinking watey aqueous and solids.

ruptedanalysis of a set of samplesed to establish the frequenc:
ofrz:ontinuir):g calibration verifigation. a Y (21) “Certified laboratory” means laboratory that has been

(10) “Analytical staf’ includes, but is not limited to, labora grantedcertification by the department directly through recip

tory directors, supervisory personnel, quality assurg@reon rocal re(iognlt_lon under th'f‘ chapter
nei, technicians, chemists, biologists, personnel performinﬂ (22) “Chain of custody” means the procedures and records
extractionsand analysts. tl alllt docurEent tri]ua posselssmr:\ and handllgg of samplez from
“ o " P collectionthrough disposalA chain—of-custody form is used to
en((:1ei1r2cl L’? duetl(]()igtztlvii%?;clﬁ means a publication, texrefer documentwith a signature, date and time, transfer of the sample
“ P R - . from collector to transport/delivery service and then tddhera
(12) “Aqueous” means a certificationr registration matrix 4y staf receiving the samples. “Evidentiatiain—of—custody”
designatingany aqueous samgle that is not a drinking watell  efersto more stringent sample transfer documentation in which
sampleswith no more than 15% settleable solids. samplesare stored in secure storage areas. In additicimomoe
Note: Samples with more than 10% settleable solids may also be C'R?gical written record shall be maintainedalf individuals who

sified as solid. . e N e
havepossession of the sample from its initial acquisition utstil
(13) "Batch” means a set of samples prepared or analyzgd,, gisposition. P q

togetherunder thesame process, instrumentation, personnel, an (23) “Coefficient of determination” means a quantity that

lots of reagents. An analytical batch refers to abany number ?@ssuremedegree of agreement between the points in a calibra

of prepared samples, such as extracts, digestates or concent curve and the quadratic function derived to connect them
or samples requiring no preparatory steps analyzed together 2 q ’

groupin an uninterrupted sequence, and roagsist of samples ~ (24) “Commercially for hire” means déring analyses for

of various quality system matrices. A preparation batch refersR@ymentor non-monetary compensatigenerally available to

abatch of samples, excluding quality control sampiethe same any party requesting analytical services.

quality system matrix which can be processed simultaneously (25) “Confirm” means to verify the identity of a compound by

usingthe same equipment, reagents and.sffeparatiorbatch an alternative procedure, column, detectwavelength, or by a

processing shall be completed in a 24—-hour period from the stathniquethat bases detection on afeient scientific principle

of the processing of the first sample to the start of the processirgn the one originally identifying the compound.

of the last sample. For laboratories that do not analyze more thaf26) “Control” means to possess, directly or indirecthe

7 samples for a given test and quality system matrix per weelh@werto direct or cause the direction of the managemenpaind

preparatiorbatch may consist of up 7 samples, excluding qual ciesof an entity whether that power is exercised through one

ity control samples, processed during the coursmohore than moreintermediary entities, or alone, or in conjunctiith, or by

aweek. an agreement with, any other enfignd whether that power is
(14) “Bias” means the&onsistent deviation of measured-val establishedhrough a majority or minority ownership voting of

uesfrom atrue value caused by systematic errors in a procedwwecurities, common directors, &ters, stockholdersyoting

or a measurement process. trusts,holding trusts, diliated companies, or documented agree
(15) “Blank” refers to a type of quality control sample eptimentsbetween government entities, whether statewide, ceunty

mally containing no detectable levels of the analyte or analytéde, citywide or any combination thereof

groupof interest, typically used to zero an analytical instrument (27) “Control authority” means to havdirect or delegated

and ensure that anyeagents used do not contribute to overatesponsibilityfor establishing, implementing or monitoring an

measurements. industrialwaste pre—treatment program.
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367 DEPARTMENT OF NATURAL RESOURCES NR 149.03

(28) “Correlationcoeficient” means a quantity that measures (41) “Limit of detection” or “LOD” means the lowest con
thedegree of agreement between the points in a calibratime centrationor amounbf analyte that can be identified, measured,
andthe linear function derived to connect them. and reporteavith confidence that the concentration is not a false

(29) “Corrective action” means any measure taken to elimipositivevalue. Fordepartment purposes, the LOD approximates
nateor preventhe recurrence of the causes of an existing nencdfi€ MDL and is determined per the method cited in sub. (46).

formity, defect or undesirable condition. (42) “Limit of quantitation” means the lowest concentration
(30) “Council” means the certification standards revieW! amount of an analyte for which quantitative results can be
council created under s. 15.107 (12), Stats. obtained.

(31) “Covered program” means a program defined by (43) “MCL” means maximum contaminant level and is the
299.11(1) (d), Stats., and includes asgpartment program, proj Mmaximumpermissible level of @ontaminant in water which is
ect, permit, contract or site investigatitmat requires analytical deliveredto any user of a public water system.
work to be performed by a certified or registered laboratory (44) “Matrix spike” or “MS” means aample prepared by

Note: Consult the note in s. NR 149.02(2) (d) for a listepartment addinga known quantity of analyte to an aliquot of an environ
administrativerules of programs requiring certification or registrationmentalsample and subjecting tisample to the entire analytical
underthis chapter procedureto determine the ability to recover the known analyte

(32) "Deficiency” means a documentet verifiable devi  or compound. The background concentrationthefanalytes in
ationfrom the requirements of this chapter thataged during an the sample matrix shall be determined in a separate aliquot and the
on-siteevaluation or whileeviewing analytical data produced bymeasuredvalues in the matrix spikeorrected for background

alaboratory concentrations.
(33) “Department” means the department of natural Note: In many ER methods, the term “lab-fortified matrix” is substantially
resources equivalento a matrix spike.

(34) “EPA” means the United States environmental protec (45) "Matrix spike duplicate” or "MSD" means a replicate
tion agency matrix spike prepared and processed in the laboratory in the same

(35) “Field of accreditation” means a urity which the manneras its corresponding matrix spike, and generally trsed

) X o b : determinethe precision of the recovery of an analyte.
departmengrants or recognizes either certificatiormegistration

to a laboratory There are 2 types of fields of accreditatieach __(46) “Method detection limit” or "MDL" means the minimum
consisting of 3 tiers: matrix analytical technology analyte or concentrationof an analyte that can be measured and reported

analytegroup, and matrix method- analyte or analyte group with 99% confidence that the stated concentrasagreater than
o - - zero,determined from analyse$ a set of samples containing the
(&) The matrix — method — analyte analyte group field of gnvtein a given matrix. The method detection limit is generated
accreditationis limited to the drinking water matrix. accordingto the protocol specified in 40 CFR 136, Appendix B.

(b) The matrix — analytical technology — analyte or analyte (47) «NiST" means the National Institute for Standards and
groupfield of accreditation is available for batlqueous and solid Technology.

matricesand for either certification or registration. “ R o
Reaistration i ilabl v f d soli (48) “Nonconformance”’means a documented weerifiable
(c) Registration is available only for aqueous and solife;iationfrom the requirements of this chapter

matrices. (49) “On-siteevaluation” means an assessment conducted by
(36) “Inert matrix” means a quality control matrix either eon tre department at a laboratory seeking or maintaining cettifica

taininginsignificant or undetectable levels of the analytes that wjil, g or registrations to determine actual or potential compliance
be analyzed in an analyticést. Fpical inert matrices are dis with the requirements of this chapter

tilled water deionizedwater diatomaceous earth, and Ottawa W o h . .
sand. (50) “Ownership” means owning ocontrolling, directly or

(37) “Internal standard” means an analyte added to calibrggdzsg}ghgfligo%%?%gfglI'ty through an equity interest or its

tion standardsblanks, quality control and analytical samples as . o . ) .
areference for evaluating and controlling the precision and bias (1) “Pesticide” means a chemical substarefined in s.
of an analytical test. Responses of internal standards are usegft§’ (25) and (25m), Stats., an isomer of a pesticide, or a-degra
adjust the quantities of analytesportedn tests that employ the dationproduct or metabolic product of a pesticide.
standards. (52) “Precision” means the measure of mutual agreement
(38) “Laboratory” means a facility that performs tests in-con@mongindividual measurements of a sample, usually under pre
nectionwith a program whichequires data from a certified or reg Scribed similar conditions, usually expressed the standards
isteredlaboratory A facility consisting of a principal laboratory deviation,variance, or range, igither absolute or relative terms.
andannexes within 5 miles of the principal laboratory may be con (53) “Proficiency testing sample” or “PT sample” means a
sidereda single laboratory at the discretion of thepartment. sampleobtained from an approvgulovider to evaluate the ability
Whenthe terms laboratory or laboratories ased unmodified in of a laboratory to produce an analytical test result meeting the def
this chapterthe terms include laboratories certified or registergdition of acceptable performance outlined in s. NR 1494
underthis chapter and those seeking certification or registrati@oncentratiorof the analyte in the sample is unknown to the-labo
underthis chapter ratory at the time of analysis. PT samples are used to evaluate
(39) “Laboratorycontrol sample” or “LCS'means a sample whetherthe laboratory can produce analytical results wisiiee
of an inert matrix or anatrix with a consistent concentration of thdfied acceptance limits.
analytesof interest, fortified with a verified knowaamount of the ‘Note: Prof|C|ency testing samples are also known as performance evalu
analytesof interest. The purpose of an LGSto determine ationsamples or reference samples. )
whetherthe methodology is inontrol and whether the laboratory ~ (54) “Qualify” means placing a written statement accom
is capable of making accurate and precise measurements. panyingor referencing tesesults identifying anomalies or devi
Note: In many ER methods, the term “lab—fortifiedlank” is substan ationsfrom this chapter encountered in generating the results
tially equivalent to a laboratory control sample. (55) “Quality assurance” means an integrated systeactf
(40) “Laboratory equipment” means any support equipmerities involving planning, control, assessment, reporting and
or analytical instrument necessary to or involiredenerating the improvementto ensure that a product or service meets defined
resultsof an analysis. standard®of quality
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(56) “Quality control” means the overall system of technicatal results must be reported. Reporting limits may be limits of
activitiesdesignedo measure and control the quality of a produaietection,limits of quantitation, practicajuantitation limits or
or service that meets the stated needs of users. otherconcentrationsand may be specific to a project or investiga
(57) “Quiality control standard” ofQCS” means a solution or tion.
sample containing method analyte of known concentration, (72) “Revocation”’means cancellation of a laboratargerti
accompaniedby specified analytical acceptance limits, ancation or registration.
obtainedfrom a source externab the laboratory and dérent (73) “Results”means the quantitative or qualitative outpiit

from the source of calibration standards. Treseples are dis 4, analysis, including, but not limited to, measurements, deter
tinguishedfrom proficiency test samples in that the acceptangginationsand information obtained or derived from tests.

limits are providedwith the sample, rather than after analysis. B e .
Quality control standards are used to check either laboratory or(74) “Samplestandard deviation” means the standdedt

instrumentperformance ation calculated for a setf samples belonging to adgr popula
. . L . _._tion. The sample standard deviation formula contains the quantity
(58) "Quality control limit” means the acceptance criteriau, _ 1 i the denominator inside the radical, wherequals the
usedto evaluate for quality control sampleQuality control lim '

its may be those published by the department, referenced in"&) berof samples.
approvedmethod or calculated by a laboratory 75) “Secondsource standard” means a standard procured

from a supplier or manufacturer flifent fromthe supplier or
glanufactureof a laboratong calibration standards, or a standard
obtainedfrom the same supplier or manufactuséa laboratorys

(59) “Quality system matrix” means a typé sample classHi
cation used for establishing quality control acceptance criteri
v(egtaelIrtyvig:'}gvn\?a;g?tm‘?uselr?tdL\j/\?:s‘tg\?vta?é?ﬂggr‘;ttedgtr?)hcrjlgnwlg?gr calibrationstandards from a lot verifiably ééfent from the lot of
leachingprocedure extracts, soils, oils, chemical wastes and b€ calibration standards. N _
solids. (76) “Sensitivity” means the capability of a method or instru

(60) “Quality system” means atructured and documentedmentto discriminate between measurement responses represent
managementarrangement describing the policies, objectived]d different levels of analyteor the capability of a method or
principles,organizationakuthority responsibilities, accountabil nstrumentto detect an analyte at or above a stated quantity
ity, and implementation plan ah oganization for ensuring qual (77) “Signature” means the name of a person written by that
ity in its work processes, products and services. personr a distinctive mark or characteristic indicating the iden

(61) “Raw data” means any original information from a meality of that person. Signatures can be provided in hard copy or
surementactivity or study recorded in media that allows th&lectronically.
reconstructiorandevaluation of the activity or studyRaw data (78) “Solid” means a certification or registration matrix-des
include,but arenot limited to, absorbance, emission counts, arégnating samples such as soils, sediments, sludggsnar li¢
counts,peak heights, abundance and millivolts. Riata may be uids, oils or aqueous products and by—products of indugtraal
storedin hard copy or electronically cesses,and aqueous samples with more than 10% settleable

(62) “Reagentgrade water” means water which hasen solids.
treatedto remove any impurities that mayeaft the quality of an ~ Note: Samples containing more than 10% but less than 15% settleable
analysis. solids may also be classified as aqueous.

(63) “Receivedon ice” means a designation to indicate that (79) “Subcontract’means the act of sending a sangple por
samplecontainers arriving atlaboratory have been received-surtion of a sample by a certified laboratory to another certified-labo
roundedby an ice slurrycrushed, cubed or chipped ice. ratory.

(64) “Referencematerial” means a material that has one or (80) “Supportequipment” means devices that may not be ana
moresuficiently well established properties that can be used fbftical instruments, but thatre necessary to support laboratory
calibratingor verifying the calibration of support equipment otestsand operations. These devices include, but are not limited to,
analyticalinstruments. autoclavespalances, ovens, refrigerators, freezers, incubators,

(65) “Referencestandard” means a standard, generally of tiyaterbaths, temperature measuring devices, sample preparation
highestmetrological quality available, from which measuremenféevicesand volumetric dispensing devices when quantitative
madeat a laboratory are derived. resultsdepend on the accuracy of the support equipment.

(66) “Registration”means the specific form afccreditation ~ (81) “Surrogate’means a substance unlikely to be found in
extendecby the department to a laboratory that submits data §fvironmental samples, with properties similar to those of ana
connectionwith a covered program, that does not perform anaﬁytes of interest, which is used to evaluate the bias of an anaIySIS
sesfor hire, and that does not perform drinking water analysedn the fortified sample.

(67) “Registrationmatrix” meansa matrix type that is part of ~ (82) “Suspension’means a temporary cancellation d&bao-
the first tier of a field ofregistration. Registration matrices argatory’scertification which may not require an on-site evaluation
aqueousand solids. for reinstatement.

(68) “Registeredaboratory” means a laboratory that has been (83) “Test” means any chemical, biological, physical, radio
granted registration by trepartment directly or through recipro logical or microscopic assagxamination or analysis conducted
cal recognition under this chapteA registered laboratory may beby a laboratory on watemwastewater groundwater biosolid,

a captive industrial laboratory that performs tests solely on its owmrastematerial, hazardous substance or any other matrix analyzed
behalf or that of gubsidiaryunder common ownership or control,to determine compliance with a covered program.

a municipal laboratory owned bg single municipalityor a (84) “Traceability of measurement” means the ability of relat

municipallaboratory owned by more than one municipality thahg 3 result or measurement to appropriate state, natioiraeer

only performs tests for the owning municipalities. national standards through an unbroken chaindotumented
(69) “Relocation” meansa move by a laboratory resulting incomparisons.

achange in the laboratosyfacility identification number (85) “Unfamiliar sample” means sample for which a labora
(70) “Replicate”means 2 or morsubstantially equal aliquots tory haseither no information or questionable information from

analyzedndependently for the same parameter previouscharacterizations of samples from the same source. The

(71) “Reporting limit” means a concentration or amount oterm unfamiliar also describea sample for which there is no
analyterequired by the departmentt client above which numeri informationabout the process generating it
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(86) “Ultra—low level metals” meansoncentrations of metals  (2) Laboratorieshall notify the department of any change of
at sub—microgram per liter or sub—microgram per kilogram comwnershipas sooras practicable, but no later than 30 days after
centrationsand those required to be determined in clean roadttme change has occurred. As part of the notification, the laboratory
environments. shallprovide the department the number of analyticaf stafk-

(87) “Waste characteristic extractions” meamtractions, ing or expected to be working at the facility 30 days before and
suchas the toxicity characteristic leaching procedure, performaéier the ownership change.
onany solid or waste to establish whether it exhibits a defined reg (3) The departmenshall inform the laboratory within 30 days
ulatory characteristic. afterthe receipt of the notification or the actual transfer of owner

(88) “Waste characterization assays” means determinativiip, whichever happens lafevhether the laboratory is eligible
tests,such as Pensky—Martens closed cup ignitabtityrosivity =~ for having existing certifications or registrations transferred by
of liquids and polychlorinated biphenyls screening gaaic lict appllcatlon,or whether an initial application is required to be-sub
uids, performed on any solid or waste to evaluate whetlsthib ~ Mitted by the new laboratory owner
its a defined regulatory characteristic. (&) The laboratory shall submit the type of application the

History: CR 06-005: crRegister April 2008 No. 628,fef-1-08. departmenhas determined is appropriate withincd&y/s after the
dateof the determination notification.

b) All certifications and registrations granted to the laboratory
ngingownership shall expire 30 days after the department

Note: Certification or registration of Eboratory is not an endorsement by thenOtIerS the Iaboratory othe type of appllcatlon reqUIred to be

departmenbf the quality or validity of the data generated by a laboratCeytifica submitted. . e L . .
tion or registration does not guarantee the usability of data generated by a laboratoNote: Requirements for initial and transfer applications are contained in
for an intended purpose. The covered programs under this chapter are the ultima¢R 149.14.
usersof laboratory resultand determine whether they accept or reject analytical dataHistory: CR 06-005: crRegister April 2008 No. 628,feB-1-08.
from any certified or registered laboratory

History: CR 06-005: crRegister April 2008 No. 628,feD-1-08.

NR 149.04 Disclaimers. A laboratory maynot claim or
imply that data it generates has department approval solely onéH
basisof the laboratong certification and registration status.

NR 149.08 Recognition of other certifications, reg -
Subchapter |l — Program Administration istrations, accreditations, licenses or approvals.

(1) AGRICULTURE, TRADE, AND CONSUMER PROTECTION AGREE-
MENT. The department shall recognize the certification; reg

NR 149.05 Required certification or registration. : . e .
(1) All laboratories submitting data to the department foma  Stration.accreditation, licensure approval by the department of
griculture,trade, and consumer protection for microbiological

eredprogram omenerating data to determine compliance with - o .
coveredprogram shall be certified or registerattier this chapter ?estmg perfoamed by daboratory submitting or generating data
for the fields of certification or registratiaorresponding to the '0F & COVEred program. _
submittedor generated data, unless this chapter or a covered pro(2) EPAAGREEMENT. The department shall recognize tee
gramexempts a test from requiring certification or registrationtification, registration, licensure or approval byA=#er radiolog

(2) Thedepartment may not accept data required to be gen pl testing performed by a laboratory submitting or generating
atedor submitted by aertified or registered laboratory from aJab datafor a covered program.

oratorythat is not certified or registered under this chapter except(3) LABORATORIES CERTIFIED, REGISTERED, ACCREDITED,
asprovided in s. NR 14911 LICENSEDOR APPROVEDBY OTHERGOVERNMENTS. (&) The depart

History: CR 06-005: crRegister April 2008 No. 628, feB-1-08. ment shall negotiatavith and attempt to enter into agreements
with federal agencies and agenaié®ther states to reciprocally
NR 149.06 Certificates. (1) The department shall issuerecognizelaboratories under this chapter
certificatesto certified and registered laboratories indicating or (b) The department may recognize the certification; reg
makingreference to the specific fields of certification or registrastration, accreditation, licensure or approval of a laboratnyry
tion for which laboratories have been grantedification or reg  anotherstate or an agency of the federal government if the stan
istration. The departmenshall issue certificates annually anddardsused forthe qualification of a laboratory are substantially
wheneverthe fields for which a laboratory is certified or (egisequivalenuo those established in this chapter
teredchange, and when a Iabqratory relolc.ates or changes its Namecy The department may not recognibe certification, regis
(2) The department shall issue certificates to the owner @tion, accreditation, licensure or approval of a laboratory by
legally responsible party of a laboratory anotherstate or an agency tfe federal government, unless that
(a) The department may not issue certificatean operating stateor federal agencsecognizes laboratories under this chapter
contractorof alaboratory who is not the owner or |ega"y responsi (4) PRIVATE ORGANIZATION AGREEMENTS. (a) The department
ble party of a laboratory may negotiate with and attempt to enter into agreements with pri
(b) Thedepartment may indicate in a certificate that a laboraate not for profit oganizations to recognize laboratories under
tory is managed by an outside contractor this chapter
(3) Certificatesare the property of the department and shall be (b) The department may recognize the certification; reg
returnedto the department upon request. istration,accreditation, licensure or approwdla laboratory by a
(4) Laboratoriesnaynot alter or modify certificates issued byprivatenot for profit oganization if the @anization’sstandards
thedepartment. Laboratories that alter or modify a certificate, ggedfor the qualification of a laboratogre substantially equiva
that misrepresent the fields of certification or registration-conentto those established in this chapter
tainedor referenced in a certificate, may be subject to revocatioristory: CR 06-005: crRegister April 2008 No. 628,feB-1-08.
of their entire certifications or registrations.
(5) Certificatesshall be displayed conspicuously at theili-
ties of the laboratories to which they have been issued.

NR 149.09 Certification standards review council.
(1) The certification standards review council shall advise the

History: CR 06-005: crRegister April 2008 No. 628, feB-1-08. departmenbn the standards used to certigister suspend and
revokelaboratories.
NR 149.07 Transfer of certification and registration. (2) Thecertification standards review council shall advise the

(1) Laboratorycertifications and registrations are not transfedepartmenton training and outreach activities tdepartment
ableto other entities unless the departneqressly approves the may offer or sponsor to facilitate compliance of laboratories with
transfer. this chapter
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(3) Thedepartment shall prepare annually for review by the 9. Revocation of certification, registration, accreditation,
certificationstandards review council: licenseor approval by anothestate or agency of the federal gov
(a) A Summary of |ab0ratory evaluations performed_ The C@rnmenn‘or.WhiCh the |ab0ljat0l’y hO!dS Cel’tification if thDundS
tification standards review council shall advise the department i revocation aresubstantially equivalent to any of those listed
the frequency and scope of evaluations necessary to deternihéhis paragraph.
complianceof laboratories with this chapter (3) REVOCATION OF REGISTERED LABORATORIES. Causes for
(b) A list of required proficiency testing samples and availabl@vocationof registration include any of the following:
sampleproviders. The department shall seek the advice aithe  (a) Falsification of analytical results, testing dates ora@thgr
tification standards review council befarequiring the analysis informationsubmitted tahe department by the laboratoifyalsi
of additional proficiency testing samples and approving samgleation includes alteration or modification of a certificate
providers. (b) Material and consistent failure to maintain recoagds
(c) A summary of fees scheduled to be assessed to laboratoreguiredin this chapter

The department shall seek the advice of the certificatiandards  (c) Material and consistent failure to comply with the quality
review council before implementing changes in the fees asses ramrequirements as specified in subch. VII.

to laboratones. . . (d) Material and consistent failure to submit requested records
(d) A summary of variances issued. The departments#el {5 the department.

the advice of the certification standards review coungtémting (e) Material and consistent failure to follow specified proce

variances. - . . ’
History: CR 06-005: crRegister April 2008 No. 628, feB~1-08. dural or quality control requirements prescribed dpproved

methods.
NR 149.10 Enforcement. (1) ADMINISTRATIVE PROCE () Demonstratedncompetence manifested by the chronic
DURES. A laboratorys certification is valid until it expires, is sus inability to meet the requirements of this chapter
pended,or revoked. A laboratory’registration is valid untit (4) PROCEDURE FOR SUSPENSIONOR REVOCATION OF CERTK

expiresor is revoked.If, after opportunity for a contested caseFICATION ORREVOCATIONOFREGISTRATION (&) An order suspend
hearing the department finds that a certified or registered laboriag or revoking certification or revoking registration shiaé

tory materially and consistently failed to compljth the provi mailedto the laboratory and shall state the reasons for suspension
sionsof this chapterthe department may suspend or revoke -a labr revocation. The order shall include the conditions under which
oratory’s certification orrevoke a laboratory’ registration by reapplicationwill be accepted. For orders suspending certifica
whole or in part by matrix, analytical technolqgyr analyteor tion, the order may include a timetable for correcting the deficien
analytegroup. Contested case hearings for out—of-state laborat@sthat led to the suspensioftor orders revoking certification
riesregulated by this chapter shiadt held in Madison, Wconsin. or registration, the department may set a time period for the revo

(2) SUSPENSIONOR REVOCATION OF CERTIFIED LABORATORIES, ~ Cation.
(a) Causes for suspension of certification include any of the fol (b) An order suspending oevoking a certification or revek

lowing: ing a registration shall takefett on the thirtiettday after the
1. Material and consistent failure to comply with the qualitPrderis mailed, unless the owner of a certified or registtakd
programrequirements as specified in subch. VII. ratory submits a petition for a hearing. Petitions for a hearing shall

be submitted to the department within 30 dajgeceiving the
order. The petition for hearing shall specify the findings or-con
clusions,or both, which the laboratory disputes and conform to
therequirements of s. NR 2.05 (5).

(c) If arequest for a hearing is submitted and meets the require
Fntsof s. 227.42, Stats., tleaspension or revocation shall be
ayedand the department shall conduct a contested case hearing

- : . : o the matter At least 10 days prior to the datetloé hearing, the
Slr(g;) is}tre substantially equivalent to any of those listed in this pa%partme_nshall send a written notice to the laboraiowicating

' . e the date, time, and location of the hearing. The final determination
(b) Causes forevocation of certification include any of thenf the department, including the basis for the decision, beall

2. Reporting data to thdepartment after a laboratory is
deemedtemporarily incapable of performing analysis any
matrix, analytical technologyor method, analyte, or analyte
group.

3. Suspensionof certification, accreditation, license or
approvalby another state or agency of the federal government ﬂ%
which the laboratory holds certification if tlggounds for suspen S

following: _ _ o providedby written order to the laboratory after the hearing.

1. Material and consistent failure to maintain records asNote: Refer to ch. NR 2 for additional information on the contested hepring
requiredin this chapter cess. _ o _ _

2. Failure to allowthe department to perform on site evalua (d) The finaldetermination of the department is subject to
tionsas specified in subch. VI. reviewunder ch. 227, Stats.

3. Material and consistent failure to comply with the quality (5) REAPPLICATION FOLLOWING SUSPENSIONREVOCATION. (@)
programrequirements as specified in subch. VII. A laboratory which has hdts certification suspended may reap

4. Material and consistent failure $abmit requested recordsply for certification or registration if all of the following are met:
to thé department. 1. The deficiencies that led to the suspension have been cor

5. Material and consistent failure to follow specified _prorectedln accordance with the timetable contained in the order

ceduralor quality control requirements prescribed in approved 2. Any conditions for reapplication specified in the order have
methods. beenmet.

6. Falsification of analytical results, testing dates or any other (0) A laboratorywhich has had its certification or registration
informationsubmitted tdhe department by the laboratofjalsi ~ revokedmay reapply for certification or registration if all thie
fication includes alteration or modification of a certificate.  following have been met:

7. Failure of 2 consecutive proficiency testing samples for 1. The deficiencies thaed to the revocation have been-cor

anymethod and analyte or analyte group combination for labofgcted.

toriesholding certification in the drinking water matrix. 2. Conditions contained in the order have been satisfied.
8. Demonstrated incompetence manifested by the chronic 3. The time period fowhich the revocation is in fefct has
inability to meet the requirements of this chapter expired.
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(c) Laboratories reapplying for certification or registration fol (c) A description of the circumstances under which the vari
lowing suspension or revocation shall submit an indigplica ancewill be exercised, including any pertinent background infor
tion as identified in s. NR 149.14 (1) and (2). mationrelevant to making a determination of justification.

(6) RererrAL. (a) Any violation of this chapter may be (d) A statement as to whether th@me or a similar variance
referredto theattorney generad’ofiice for enforcement under ss. hasbeen requested previousind if so, the circumstancestbé
299.95and 299.97, Stats. previousrequest.

(b) Any laboratory operating without proper certification or Note: Requests for variance should be addressed to:
registrationfor which analysis results are submitted to the depart Bureau DirectarScience Services
mentfor compliance monitoringr for analyses which require X\giCSQS%E;ng?:g of Natural Resources
certificationor registration under ch. NR 662, 664 or 665, may be 5 gox 7921

referredby the department tthe attorney general'ofice for Madison, Wi 53707-7921.

enljprce.mcegge 005: crRecistor Aoril 2008 No. 626, feb-1_08 (3) APPROVALOFVARIANCE. The department shall send a letter
Istory: ~005: crRegister Apri 0. 628, 16872718, approving or denying therequested variance to the applicant
. . within 60 days of receiving all the information referenced in sub.
NR 149.11 D|scret|onarybacceptagce.. k(ll) Thel de?aFt %ﬁ@ If the request is denied, the letter shall state the reasons for
mentmay accept, on a case—by-case basis, the results of tests §lgyenial. A copy of all letters approving or denying variances
inatingin a laboratory not certified or registered for fields of eertipalibe retained in the departmentiles.
fication or registration requwed by cov_ered program, if the History: CR 06-005: crRegister April 2008 No. 628,feB-1-08.
resultsmeet all other requirements of this chapter

(2) Thedepartment may not accept the results of tests-origi Subchapter Il — Pr ogram Structure
nating in a laboratory not certified or registeréat the corre
spondingfields of certification or registration if the results do not
meetall other requirements of this chapter

(3) Thedepartment may not accept the results of tests-or
natingin a laboratory not certified for the corresponding fields

NR 149.13 Fields of accreditation (certification ~ and
.registration). (1) GENERAL. The department shall certify and
9 gisterlaboratories by specific fields of accreditation. Accredita
certification for any tests associated with monitoriregjuired Q_on i_s ofered as eith(_er certifiqation or_registratic_)n_. Fields ofce_rti
underch. NR 809 fication and registration consist of 3 tiers describing the analytical
’ ) capability of laboratories.Specific fields of certification and reg
(4) Thedepartment may chge a fee under s. 299.15) (d), istrationshall be structured as irable 1 of this subchapter
Stats. f it is necessary to verify the results of tests for which a lab (2) Tier1-mATRIX. The first tier of certification or registration

oratoryrequests discretionary acceptance. : : X
History: CR 06-005: crRegister April 2008 No. 628,feB-1-08. designateshe matrices a laboratory may analgrel shall consist
of aqueous, solids, and drinking water matrices.

NR 149.12 Variances. (1) GENERAL. The department  (3) TIER2-TECHNOLOGYORMETHOD. The second tier of certfi
may approve variances from non-statutoegiuirements of this cationor registration shall be analytical technology for aqueous
chapterwhenthe department determines that the variances a@dsolid matrices or method for drinking water matrix.
essentialto or have no éct on the departmest'objectives. (a) Laboratories analyzing aqueous and solid samples may be
Beforegranting variances, the department shall takedntmunt certified or registered for the analytical technologiestainedn
factorssuch as good cause, circumstances beyfmdontrol of table2 of this subchapter
the laboratory and financial hardship. 1. Thedepartment shall include any associated sampleprepa
(2) REQUESTFORVARIANCE. Requests for variances shall baation techniques, such as digestions, distillations, extractions,
submittedto the departmergt’director of thdoureau of integrated cleanupsgoncentration, and dilution as partté certification or
scienceservices as fam advance as feasible. Each Variancﬂegistrationfor a given field of accreditation.

requesthall contain: 2. Laboratories may employ multiple approved methods of

(@) The name of the applicant or laboratory analysisfor a given analytical technology under the same béld
(b) The section of this chapter from which a variance is soughtcreditation.
Table 1

Fields of Accreditation Tiers
ACCREDITATION TYPE OFFERED

Certification or Registration Certification or Registration | Certification only
Tier 1- Matrix Aqueous Matrix Solid matrix Drinking water matrix
Tier 2- Analytical Analytical technology Analytical technology Method
technology or method
Ex. BOD assay Ex. ICP Ex. EMR 200.9
Colorimetric GC SM 4500 NO3- D
Cold \apor AA Waste CharExtn ER 300.0
GC/IMS Waste CharExtn ER 524.2
Tier 3- Analyte or Analyte or Analyte Group Analyte or Analyte Group Analyte or Analyte Group
Analyte Group
Ex. BOD Ex. Iron Ex. Arsenic
Total Phosphorus PCB (Aroclors) Nitrate
Mercury TCLP Fluoride
\blatile Oganics Ignitability VOCs
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Table 2

Analytical Technologies for Aqueous and Solid Matrices

WISCONSINADMINISTRATIVE CODE

372

2. Thedepartment may certify laboratories to analyze drink
ing water using methods not contained in the sources cited in subd.
1. if ERA has promulgated the methods or has granted approval for

# Analytical Technology .
their use.
L Oxyggn ngand assays (BO_D or C_B_OD) i (4) TIER 3-ANALYTE ORANALYTE GROUR The third tier of the
2. Colorimetric or Nephelometric (turbidimetric)  certification fields shall be analyte or analyte group, whee
3. Combustion or Oxidation departmentletermines that tdring analyte groups improvéise
4. Electrometric Assays (i.e. probe, ion-selective €fficiency of administering certifications.
electrode) (a) The analytes and analyte groups available for certification
5. Gravimetric Assays — Residue (solids) andregistration are contained in appendices | and Il.
6. Gravimetric Assays — Oil& Grease or Hexane (b) The department maoffer certification or registration for
Extractable Materials (HEM) additional analytes or analyte groups that are not contained in
appendices and Il upon request by covered program or when
£ Ic?n.Chrc?matograph)./ (1c) _ _ EPA requires their analysis, after consultation with ¢eetifica
8. Titrimetric or Potentiometric itration Assays tion standards review council.
9. Cold Vapor Atomic Absorption or Gaseous (c) Analyte groups are ganized intoclasses. Laboratories
Hydride Spectrophotometry analyzingaqueous and solid matrices may be certified or +egis
10. Flame Atomic Absorption Spectrophotometry teredfor analyte groups belonging to the analytical classes con
1. Graphite Furnace Atomic Absorption Speetro  tainedin Table 3 of this subchapter
photometry Table 3
12. Inductively Coupled Plasma Emission Spectro ~ Classes of analytes gups for aqueous and solid matrices
photometry (ICP) Number Class of analyte goup
13. Inductively Coupled Plasma—-Mass Spectreme -
try (ICP/MS) 1. General Chemistry
14. Ultra—Low Level Metals Assays 2. Metals
3. Base, Neutral, and Acid Extractable Semivola
15. Gas Chromatography (GC) tile Compounds, including but not limited to:
a. Aldehydes and Ketones
16 Gas Chromatography—Mass Spectrometry S
(GCIMS) b. Benzidines
_ i c. Chlorinated Hydrocarbons
17 High Resolution Gas Chromatography—-Mass d. Explosive Residues
Spectrometry (HRGC/MS) e. Haloethers
18 High Performance Liquid Chromatography f. Nitroaromatics and Cyclic Ketones
(HPLC) g. Nitrosamines
19. Liquid Chromatography—Mass Spectrometry h Nonhalogenated @anics
i. Phenols
j- Phthalate Esters
20. Waste Characterization Extractidns — - - : .
— 4, Pesticides and their metabolites, including, but
21. Waste Characterization Assays not limited to:
22. Whole Efluent Toxicity Assay$ a. Acid Herbicides
23. Other* b. Nitrogen
1. Waste characterization extractiongeeéd for solid matrices (& 1) only and ¢. N-Methyl Carbamates and Substituted
include extraction procedure toxigityynthetic precipitation leaching procedure, Ureas
toxicity characteristic leaching procedure and shake extraction of solid waste with d. Oganochlorine
water Laboratories shall also maintain certification or registration for any analyte
to be determined in the resulting extract from any waste characteristic extraction. e O_ga_nODhOSphorus
2. Waste characterization assays aferefl for solid matrices (@r 1) only and f. Tr|a2|_n_es . .
shall include tests required to determine if a material meets the hazardous defini g. Pesticides Not Otherwise Specified
tion in s. NR 661.03 and those used to fulfill the requirements of waste analysis
plans under ch. NR 664 or 665. Petroleum Hydrocarbons
%atcriiggi((:%iro;)or registration for this technology is only available for aqueous Polychlorinated Biphenyls (as Aroclors, and as
4. The department mayfef certification or registration in other analytical Congeners)
teemcr;ré?l:(;gtlés;:rf]g;g;yare approved byAE#t approved by the department as an 7. Polychlorinated Dibenzo—p—Dioxins and
- . I Furans
(b) Laboratories analyzing drinking water samples shall be .
certified to perform methods promulgated or approved by the 8. Polynuclear Aromatic Hydrocarbons
EPA. 9. Volatile Oganic Compounds

1. Methods available for the certificatiom laboratories ana

lyzing drinking water are contained in ch. NR 809 and the (d) Analyte groups are ganized intcclasses. Laboratories
“Manual for the Certification of.aboratories Analyzing Drinking analyzingdrinking water may beertified for analytes or analyte

Water”, EFA815—-R-05-004, fifth edition, E& Office of
Groundwateand Drinking Vter January 2005.
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Table 4 1. Have been issued a notice of violation for nonconformance
Classes of Analyte Goups for the Drinking Water Matrix with this chapter if the nonconformance has not been corrected.

2. Have been issued an administrative oafesuspension or

Number - Class of Analyte Goup revocationfor a violation of this chapter when the violation has
1. Disinfection Byproducts not been corrected and the suspension or revocation period speci
2. Primary Inoganic Contaminants (Non-Metals) fied in an order has not elapsed. _

3. Primary Inoganic Contaminants (Metals) 3. Are not in compliance with this chapter at the time they vol
- untarily relinquish their certifications aregistrations, the nen
4. Secondary Contaminants (Non—Metals) conformanceexisting prior to relinquishing their certifications or
5. Secondary Contaminants (Metals) registrationshas not been resolveahd at least 6 months have not
6 Synthetic Oganic Contaminants (SOE) elapsedsince the voluntary actlpn was undgrtqken.
Dioxin (d) The department shalloid any application from labo
. - ratoriesthat have not submitted all the information amaterials
7. SOC- Organochlorine Pesticides requiredin an application within a year of the receipt of the
8. SOC- N/P Pesticides applicationform.
9. SOC— Herbicides (e) The department may require on a case—by—case basis the
- submittalwith an application of additional informatiorecessary
10. SOC- Miscellaneous to determine a laboratosyactual or potential compliance with the
11. Trihalomethanes (THM) provisionsof this chapter
12. Volatile Oganic Compounds (VOC) (2) INTIAL APPLICATIONS. (a) Laboratories seeking direct-cer

History: CR 06-005: crRegister April 2008 No. 628,feB-1-08; correction to  ti1ications or registrations by theepartment and that have never
(4) (d) made under s. 13.92 (4) (b) 1., Stats., Register April 2008 No. 628. beencertified or registered under this chapteat have let all their
certificationsor registrations lapse or expire for more than a,year

SubchapterV — Certification and Registration or that have voluntarily relinquished all their certifications or reg
Process istrationsshall submit initial applications to become certiftad
registered.

(b) Laboratoriesseeking certifications or registrations for
additionalmatrices shall submit initial applications for the desired
matrices.

1. Submit applications for seeking, revising or transferring () Laboratoriesseeking reinstatement of their certifications
certificationsor registrations. gr registrations after a suspension or revocativadl submit ini
tial applications for the desired certifications or registrations.

2. Declare the fields of certification or registration being . . . . : .
soughtrevised or transferred in corresponding applications. __(d) Laboratories seeking to change their valid registrations
into certifications shall subminitial applications to déct the

3. Declare the methods of analysis that will be used to anal)g[gznversion
analyteand analyte groups in the fields of certificatiomegistra )

tion being sought, revised or transferred. . Sal
4. Submit a current analytical instrument list tions be transferred to a new owner that are ineligible for a transfer
) . o T shall submitnitial applications if they desire to maintain their-cer
5. Submit acceptable results for proficiency testing samplggcations or registrations. fansfer of ownershipransactions
when the department requires the analysis of these samples.inyolving the purchase or lease of equipmentahére less than
6. Submit a statement of intent to perform analyses for regu&0% of the analytical stéfare retained armeligible for transfer
tory samples originating in ¥&consinfor laboratories that are not of accreditations.

NR 149.14 Application for certification or  registra -
tion. (1) GENERALREQUIREMENTS (&) The certification and reg
istrationprocess requires laboratories to

(e) Laboratories requesting that their certificationgegjistra

physically located in the state of Mtonsin. Intent tgerform (3) REVISEDAPPLICATIONS. (a) Laboratories holding valid cer
analysedor regulatory samples originating inistonsin can be tifications or registrations shall submit revised applications to
manifestecby: seekcertifications or registrations in additional:

a. Referencing the filiation of the applicant laboratory with 1. Technologies for a certified or registered matrix.
a plant, office, laboratory or engineering firm physically located 2. Analytes omnalyte groups within a certified or registered

in the state qf Wconsin. _ . . analyticaltechnology
b. Submitting a letter from a potential client requesting the 3. Methods for the drinking water matrix

applicantto perform analyses to determine compliance with a ! : . . I
bp P 4 P (b) Laboratories seeking reinstatement of their certifications

coveredprogram. . ) A -
prog or registrations within a year after failing to renthem shall sub

7. Submit any information identifieth an application for a |t revised applications for the desired certifications and registra
specificfield of certification or registration. tions

whe8ri thg”g:’ ;hrtemieng?gmeirnetsa ggtr;?me%nt_hi:eaﬁ\gg?g% (c) Laboratories seekin convert their valid certifications
; P equ : . ualiony registrations shall submit revised applications featthe
is necessary to determine potential or actual compliancethigth conversion

chagteglmmit any necessary fees required by this chapter (4) APPLICATIONS FOR TRANSFEROF CERTIFICATIONSOR REGIS
: - - o TRATIONS. (&) When the department determines that the valid cer
10. Agree to comply with this chapter by signing a statemetifications or registrations of a laboratory are eligibtebe trans
to that purpose in an application. ferredto a newowney the laboratory shall submit an application
(b) Laboratories seeking, revising or transferring certificatiorfer transfer of certifications or registrationsramisfer of owner
or registrations shall declare their intent by completing forms prship transactions which do not involve the purchaséease of
vided by the department. equipmentand where at least 60% of the analyticalfstaé
(c) The department may not accepplications seeking, revis retainedare eligible for transfer of accreditations.
ing or transferringcertifications or registrations from laboratories (b) When the department determines ttia valid certi
that: ficationsor registrations of a laboratory are not eligible taraes
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ferred to a new ownerthe laboratory shall submit an initial PERIOD. () The certification and registration period shall com
applicationto be eligible to retain itsertifications or registrations. menceon September 1 and end on August 31 of the following year

(5) APPLICATIONS FOR CERTIFICATIONS OR REGISTRATIONS for all laboratories certified or registered by the department.
THROUGHRECIPROCALAGREEMENTRECOGNITION. (&) Laboratories (b) The department shall renew tkertifications or reg
holding valid certifications, registrations, accreditatioimenses istrationof laboratories that meet the requirements of this section
or approvals from government bodies or privatgamizations prior to September 1 of each year
with which the department has established a recipeggakement (2) ReNEwWAL PROCESS.(a) Prior to September 1 of each year
may have their certifications, registrations, accreditationgachdirectly certified or registered laboratory shall:

licensesor approvals considered for recognition by the depart 1 pay the required annual renewal feel any assessed
mentby submitting reciprocity applications. administrativefees.

(b) Laboratories applying for recognition by the department 2 syubmit acceptable proficiency testing sample results as
underan existing reciprocal agreement shall submit certifiaatesyequiredin subch. V

official documents of their certifications, registrations, accredita (b) Prior to September 1 of each yegach laboratory that is
tions, licenses or approvals with their applications. certified or registered through a reciprocal agreement shall:

(c) Laboratories applying for recognition by the department 1 pay the required annual renewal feed any assessed
under an existing reciprocal agreement shall agree to notify théministrativefees.

departmenbf any changes, within 30 days of their occurrence, in
the laboratories’ certificationregistration, accreditation, licen
sureor approval status with the entity with which thepartment
hasthe agreement.

(d) Laboratories applying for recognition by the departmetﬁlo
underan existing reciprocal agreement shall submit a coplyeof
reportof the last on—site evaluation performed by the entity wit|
which the department has the agreement.

(6) PROCEDURESFORREVISINGCERTIFICATIONORREGISTRATION  mavion and fees specified in sub. (2) (a).
AS A RESULT OF THE 2007AMENDMENTS. (a) Prior to September 1, b) The d X t shall void on September 1 of h th
2008,the department shall provide and the laboratories shall com (2) The department shall void on September 1 of each year the
pleteand submit a one—time status update form to facilitate thgrtificationsor registrations of laboratories certified through
conversionof the test categories and demonstage the require  €Xistingreciprocal agreement that fail poovide the information
mentsof s. NR 149.15 (2) have been met. The department n%@/dfees specified in sub. (2) (b).

not assess fees for the conversion to the amended program strud4) VOLUNTARY WITHDRAWAL OF CERTIFICATIONS OR REGIS
turein s. NR 149.13. TRATIONS. Laboratories may voluntarily withdraw certifications

: egistrationsat any time by notifying the department in writing.
(b) The purpose of the status update form is to convert curr(?ﬁgr. . CR 0B-005: arRedister April 2008 No. 628 fef—1—
certificationsor registrations under the existing progrstnucture istory: CR 06-005: crRegister April 2008 No. 628, feB-1-08.

into equivalent certifications or registrationsider the revised  NR 149.16 Notification of relocation. (1) Laboratories
programstructure. Thetatus update form may not be used to adg|ocatingshall notify the department in writing, at least 30 days
additionalanalytes or analyte groupsadaboratorys list of certi - prior to the relocation, of their change of address and any changes
ficationsor registrations. If the laboratory wishes to becost® i their contact information.

fied or registered in additional test categories, the laboratory shall ; ; o

comply with provisionsof s. NR 149.14 (3). The laboratory may, (2) Thedepartment shall issue a revised certificate to a relo

> ; catinglaboratory within30 days of receiving the notification or
apply for the additional test categories on the status update forill, offective date of the relocation. whichever is later
Note: Status update forms will be provided to all participating laboratories and '

will be made available on the departrmenbsite at http://wwanr.state.wi.us/org/ (3) Laboratoriesundegoing a change of ownershipeeding
es/science/lc/APPLICATION/AppForms.htm. to add certifications or registrationsodifying their certification
(7) ISSUANCEOF CERTIFICATIONS OR REGISTRATIONS. (a) The or registration status, changittee entity by or through which they
departmenshall issue certifications amdgistrations to laborato obtainedcertifications or registrations as a refla relocation
ries through certificates that meet the criteria specified in s. Nghall comply with the requirements of s. NR 149.14.
149.06. (4) Thedepartment may perform an on-site evaluation of the
(b) The department shall issue a certificate to a laboratory suglocatinglaboratory at its new location to determine the laberato
mitting an initial, revisedr reciprocal application for certifica ry’s continued ability to comply with the requirements of this
tion or registration within 30 days of the date by which the laborahapter.
tory successfully completes an on-site evaluation, or the date bhistory: CR 06-005: crRegister April 2008 No. 628,feB-1-08.
which the department waives an on-site evaluation.

1. The department may not schedule or waive an oresite

2. Submit certificates or Bi€ial documents of their certifica
tions, registrations, accreditations, licensespprovals from the
entity with which the department has the agreement.

3. Submit a copy of the most recent on-site evaluation report
m the entity with which the department has the agreement.
(3) EXPIRATION OF CERTIFICATIONSORREGISTRATIONS. (&) The
epartmenshall void on September 1 of each year the certifica
tions or registrations of laboratories failing poovide the infor

NR 149.17 Laboratory name change. (1) Laborato-
. . - - riesthat change names without changing ownership shall noti
uationof an applicant laboratory until all the requirementsud. the departmer?t in writing withir30 dayg o?the ééctivg date of fy
(1) have been completed. the name change.

2. A laboratory completes an on-site evaluation successfully 5y The department shalssue a revised certificate to a labora
whenit addresses tihe departmerd’satisfaction any deficiencies oy changing itsiame without changing ownership and not seek
encounterediuring the on-site evaluation. ing additional certifications oregistrations within 30 days of

(c) Following an on-site evaluation, ttepartment may issue receivingnotification from the laboratory
certificationor registrationon a case-by—case basis, for selected (3) The department may not clya a fee for processing labo

fields of certification or registration undepplication in fields 510ry name changes or fissuing a revised certificate resulting
thatare undected by any deficiencies encountered durin@the  gojely from a name change.

site evaluation. History: CR 06-005: crRegister April 2008 No. 628, feB-1-08.
History: CR 06-005: crRegister April 2008 No. 628,feD-1-08.

NR 149.18 Subcontracting of analyses by certified
NR 149.15 Period, renewal and expiration of certifi - or registered laboratories. (1) Laboratories needing or
cation or registration. (1) CERTIFICATION AND REGISTRATION desiringto have samples they have received or for which they are

Register November 2009 No. 647


http://docs.legis.wisconsin.gov/document/register/660/b/toc
http://docs.legis.wisconsin.gov/code/admin_code

Removed byRegister December 2010 No. 6@r current adm. code sé#tp://docs.legis.wisconsin.gov/code/admin_code

375 DEPARTMENT OF NATURAL RESOURCES NR 149.21

responsiblée analyzed by another laboratory shall only have the NR 149.20 Requirements for certification or regis -
associatedamples analyzed laboratories that have valid ceHifi tration in the whole effluent toxicity — analyte class. This
cationsor registrations under this chapter section applies to laboratories certified or registered in the aque
(2) Laboratoriesacceptingsamples under a subcontract fronPusmatrix that perform whole Bfient toxicity testing
anotheraboratory shall maintaiany analytical records needed to (1) GENERAL REQUIREMENTS. (&) The criteria angdrocedures
determinecompliance with this chapterThe records shalbe for the certification or registration of laboratories performing
madeavailable to the laboratory providing the samples and thghole effluent toxicity testing are specified in tableoks. NR

departmentpon request. 219.04.

History: CR 06-005: crRegister April 2008 No. 628,feb-1-08. Note: Method for analyses for determining the toxicity dfueits are

referencedn the “State of Wsconsin Aquatic Life @xicity Testing Meth
NR 149.19 Requirements for certification in the ods Manual”, 2d edition. This document can be obtained at www

drinking water matrix.  This sectionapplies to laboratories dnr.state.wi.us/org/water/wm/ww/biomon. _
analyzingdrinking water for compliance with the safanking (b) Lapqratques shall follow the requirements for quality sys
waterprogram and that analyze drinking watamples in support temsspecified in ss. NR 149.36 to 149.49.
of the compliance monitoring required by ch. NR 809. (2) CHEMICAL TESTINGIN SUPPORTOF WHOLE EFFLUENTTOXIC-

(1) GENERAL REQUIREMENTS. (&) The minimum criteria and ity TesTinG. (@) Any laboratory performing tests for alkalinity
proceduredor certification in the drinking water matrix are speciammonia and hardness conducted in support of regulatory sam
fied in Chapters IIl and IV of the "Manual for the Certificatioh plesanalyzedor whole efluent toxicity need not be certified or
LaboratoriesAnalyzing Drinking Viter”, ER815-R-05-004, registeredor those tests if the laboratory is certified or registered
fifth edition, ER, Office of Ground Véter and Drinking \&ter, for performing whole dluent toxicity testing.

January2005, except that: . o (b) Laboratories that are not certified or registered for perform
1. Thedepartment may not grant provisional certification tghq'\whole efluent toxicity testing shall be certified or registered

laboratories. . for performing tests for alkaliniyammonia and hardness when
2. The department may not grant integartification to labe  thpsetests are undertaken in support of regulatory samples ana
ratories. lyzed for whole efluent toxicity.

3. Laboratories shall analyze drinking water replicates or
matr;]xsplke duplicates "’l‘t e_tfrlequentlzy of one palrﬁmepalratlonh testsfor pH, conductivity dissolved oxygen and total residual
batchor one per 20 analytical samples in an analytical batch. ¢piorine when those tests are undertaken in support of regulatory

(b) Laboratories shall follow any additional criteria and procgamplesanalyzed for whole &@ient toxicity.
duresidentified in this chapteapplying to drinking water analy pistory: CR 06-005: crRegister April 2008 No. 628, feB-1-08.
ses.

(2) REQUIREMENTSFORINORGANIC CONTAMINANTS. To receive NR 149.21 Fees. The department shall set a schedule of

cticaonto st snases of i Sontarinane e et tone patcstig e pramt s deigns
. recover the costs of administering this chapt€hesecosts

40CFR 141.23 (a) (4) (nd 40 CFR 141.89 (a) (1) (iii) or 10%jncjude those associated with laboratory evaluations, discretion
of the MCL, for contaminants having an MCL, whichever igy acceptance of data, reciprogityaining and collection of fees.
greaterfor each method of analysis. Feesmay not beprorated and, except for overpayment, are not

(3) REQUIREMENTS FOR VINYL CHLORIDE. To receive certi refundable.
fication to conduct analyses of vinyl chloride, the laboratory shall (1) TOTAL FEE INCOME. (a) The prograns'total fee income

achieve a method detection limit of 0.0003 mg/L for each methgga”be designed to generate revenues equhktdepartment of

of analysis. administration’sapproved spending authority for this program.
(4) REQUIREMENTSFOROTHERVOLATILE ORGANIC COMPOUNDS. Any amendments to the formulas in this subsection shall be

To receive certification to conduct analyses of volatilgaoic  reviewedby the laboratory certification standards review council

compoundsexcluding vinyl chloride, but including trihalometh prior to being proposed as rule amendments.

anes,the laboratory shall achieve methdétection limits of . .
! (b) The department may adjust the fee schedule according to
0.0005mg/L for all regulated compounds for each method %eformulas in this subsection and the relative value unit items

analysis. specifiedin tables 12 and 3. Annual fee adjustments shall be

(5) REQUIREMENTS FOR SYNTHETIC ORGANIC CONTAMINANTS.  reviewedby the laboratory certification standards review council
To receive certification to conduct analyses of syntheianic 5, approved annually by the natural resources board.
contaminants, the laboratory shall achieve the method detectlort The following f | hall based d adi
limits specifiedin 40 CFR 141.24 (h) (18) or 10% of the MCL,,, (¢) The following formulas shall besed to generate and adjust
whicheveris greater the programs fee schedule:

(c) Laboratories need not be certified or registered to perform

(6) EXCLUSIONS FROM REQUIRED CERTIFICATION. Certification 1. Fee Income& ASA - TR.

is not required to perform any of the following analyses: a. Fee income is the totaf all fees, including application
(a) Fluoride analysis required under ch. NR 809. fees,renewal fees and late fees, that are collected in a given fiscal
(b) Analysis for free chlorine residual and total chlorine resid€a'

ual required under s. NR 809.705. ~ b. TRis the total out-of-state travel reimbursement in a given
(c) Analysis for pH required under s. NR 809.14. fiscal year _ _ _ _ _
(d) Analysis forturbidity required under s. NR 809.72%iTe c. ASAis the approved spending authority tfoe given fiscal

. year. The departmentnay substitute a lesser amount than the
(7) NOTIFICATION TO AFFECTEDWATER SUPPLYFACILITIES. Lab ASA it the.ASA Is greater th_an the estimated cogts optbgram.
oratoriescertified under this chapter for the drinking water matrix ~ d- Estimates of the fee income and travel reimbursement shall
shall notify water supply facilities that aMCL exceedance has be calculated according to s. NR 149.21 (1) (d).

occurredno later than 48 hours after completing analyses whenNote: The department afdministration approved spending authority is

ever compliance samplexceed an MCL for any regulated anagivenin s. 20.7379 (2) (fj), Stats., and may be revisgthe department
|yte under ch. NR 809. of administration to recover program cost.

History: CR 06-005: crRegister April 2008 No. 628,feB-1-08. 2. Total # R/ Units = (# Laboratories in ltem) §Rof Item).
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a. Total # R/ Units is the total number of relative value/(R (b) The matrix fee. The department shall assefse per
units availablefor the fiscal year The relative value units for eachmatrix type to all certified and registered laboratories. The-num

feeitem (R/ of item) are listed in tables 1, 2 and 3. ber of relative value units assigned to each type of matrix fee is
b. # Laboratories in item is a countliw many laboratories specifiedin Table 3 of this subchapter
paidthe fee for that item for a given fiscal year (c) Analytical technology or analytical class fees, considering

c. Total #of RV Units is calculated by summing the producny maximum specified in this subsection.
of (RV of item) and (# laboratories in each item) for each item. 1. Analytical technology fees. The department shsdless
3. Cost per R = (ASA - TR)/Total # R/ Units. The Cost per afee for each analytical technology per matrix to all certified and
RV is the dollar value assigned to oré it registeredaboratories in fieldénvolving the aqueous and solid
4. Cost of ltem = (R Unit of ltem) (Cost per B). matrices. The assessed fee shall be based on the relative
( ! ) ( per B) units specified in @ble 3 of this subchapter and subject to any

(d) The feedor the upcoming fiscal year shall be based up aximumfee specified in this subchapter

programinformation from the previous fiscal year and upon the . ;
approvedspending authority for the upcoming fisgalar The a. The maximum analytical technology fee assessed to any
numberof laboratories participating in the program shaltbeer @0 for the aqueous matrix shall be 22 relative value uniJjR
minedno earlier than 6 monthsior to the billing for the upcom b. The maximum analytical technology fee assessed to any
ing fiscalyear The estimated travel reimbursement shall be equab for the solid matrix shall be 22 relative value unit¥ g
to the travel reimbursement from the preceding fiscal. yg&ae 2. Analytical class fees. The department shall assess a fee per
calculatediees may not be adjustedring the current fiscal year analyticalclass to all certified laboratories in fields involving the
oncelaboratories have been billed. drinking water matrix. The assessed fee shall be based czlghe

(2) AbmINISTRATIVE FEES. The department shall assess fees téve value units specified inable 3 of this subchapter and subject
recover the cosif specified administrative functions specified irfo any maximum fee specified in this subchapfEne maximum
Table 1 of this subchapteAny outstanding administrative feesanalytical classfee assessed to any lab for the drinking water
may be included as part of the annual fee. matrix shall be 31 relative value units\(R).

Table 1 (d) Any outstanding administrative fees.

Administrative Fees Note: Considering base fees, matrix fees, analytical technology fee maximums,
andthe analytical class fee maximum, thfiectively establishes a maximum annual

Relative \alue fee“cap” of 100 R/Us for any laboratory
Item -
Units Table 3
Discretionary Acceptance (NR 149)1 Actual Cost Annual Fees for Certification and Registration
Evaluation Cancellatioh Incurred Costs Item Relaﬂ\;l(ietsvalue
Evaluatllon for Enforcement Follow-Up  Actual Cost A | Administrative Fees
Evaluation of Out-of-State Travel Cost Outstanding administrative fees per Table 1 of
Laboratories this subchapter
Late Renewal Fée 2 B. | Base Fees
1 out-of-statdaboratories may be required to reimburse the program for travel Base Fee, Certification 10
costs incurred by the cancellation or postponement of an evaluation, not limited-te - -
airfare, hotel and rental car expenses. Base Fee, Registration 5
2 Assesse®0 days after payment due date. C. Matrix Fees
(3) AppLicATIONFEES. The department shall assess feesifor Matrix Fee, Aqueous 5
qppl@cationsspecified in .ﬁblle 2 ofthis sgbchaptenf anapplica Matrix Fee, Drinking Velter 5
tion is not completed within a single fisogar the department - -
may adjust the fees aime application to recover the faifence in Matrix Fee, Solids >
feesbetween the yedhe application was submitted and the yearD. | Analytical Technology Fees
the application was completed. The laboratory shall pay this dif for Aqueous and Solid
ferenceprior to receiving certifications or registrations. Matrices
A I_Tab_le 2F Electrometric Assays 1
pplication Fees : (ion-selective electrodes)
ltem Relative Value Gravimetric Assays, Residues 1
Units (solids)
Initial Application 6 Gravimetric Assays, Oil and 2
Revised Application 3 Grease (HEM)
Reciprocity Application 4 Titrimetric or Potentiometric 1
- — Titration Assays
Transfer of Ownership Application 4 : - _
Colorimetric or Nephelometric 2
(4) ANNUAL FEES. The departmerghall assess an annual fee Spectrophotometr
to each laboratory holdinggrtifications or registrations under this P p_ y i
chapter either directly or through recognition agreements. A labo Combustion or Oxidation 2
ratory’'sannual fee shall be the sum of all of the following: Oxygen Demand assays 3
(a) The base fee for certification or registration. The depart (BOD, cBOD)
mentshall assess a base fee tdatoratories holding certifica
tions or registrations under this chapt€éhe number of relative lon Chromatogra_phy 3
valueunits assigned to each type of béeis specified indble Waste Characteristic Extrac 1
3 of this subchapter tions Solid Matrix only)
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Table 3 — Continued
Annual Fees for Certification and Registration
Relative Value
Item ;
Units
Waste Characterization Assays 1
(Solid Matrix only)
Flame Atomic Absorption 2
Spectrophotometry
Cold Vapor Atomic Absorption 3
or Gaseous Hydride Spectro
photometry
Graphite Furnace Atomic 3
Absorption Spectrophotometry
Ultra—Low Level Metals 3
Assays
Inductively Coupled Plasma 4
Emission Spectrophotometry
Inductively Coupled Plasma- 5
Mass Spectrometry
Gas Chromatography 3
Gas Chromatography—-Mass 4
Spectrometry
High Performance Liquid Chro 3
matography
Liquid Chromatography—Mass 4
Spectrometry
High Resolution Gas Chroma 10
tography—Mass Spectrometry
Whole Efluent Toxicity Assays 5
(Aqueous Matrix only)
Other Not to exceed
10
E. | Analytical Class Fees for

Drinking W ater Matrix
Disinfection Byproducts 5
Primary Inoganic Contami 3
nants (Non—-Metals)
Primary Inoganic Contami 6
nants (Metals)
Secondary Contaminants (Nonr 2
Metals)
Secondary Contaminants (Met 3
als)
SOC- Dioxin 8
SOC- Organochlorine Pesti 3
cides
SOC- N/P Pesticides 3
SOC- Herbicides 3
SOC- Miscellaneous 4
Trihalomethanes (THM) 2
Volatile Oganic Compounds 4

(VOC)

1 Actual cost will be determined by the department considering the

complexity of the technology
History: CR 06-005: crRegister April 2008 No. 628,feP-1-08.

NR 149.24

SubchapterV — Proficiency Testing

NR 149.22 Required analyses of proficiency testing
samples. (1) REQUIREMENTS. (a) Laboratories shall participate
in at least one single—concentration proficiency testing gpedy
certification or registration period for eaclnalyte or analyte
groupidentified by the department as specified in sub. (2).

1. For aqueous and solid matrices, laboratories shall analyze
aqueousnatrix proficiencytesting samples for each combination
of technique and analyte or analyte group in a laboratfisits
of certification or registration.

2. For the drinking water matrix, laboratories shall analyze
proficiencytesting samples for each combination of method
analyteor analyte group in a laboratosyfields of certification.

(b) Single—concentration proficiency testing studies may be
thoseoffered at set intervals by proficiency testing sample provid
ers,“rapid response” samples or custom formulations approved
by the department.

(2) LisTs OF REQUIRED PROFICIENCY TESTING SAMPLES AND
APPROVEDPROVIDERS. (@) The department shall publish a list of
required proficiency testing samplesnd approved proficiency
testingsample providers annuallyrhe department shall seek the
adviceof the certification standards review council prior to identi
fying required proficiencyesting samples and approved sample
providers.

(b) The list shall identify matrix—specific proficiency testing
samplesrequired for submittal for renewal of accreditation, or
with initial or revised applications and the specific providers
approvedfor supplying each required sample.

Note: Lists of required testing samples and approved proficiency testing
sample providers are available on the departn®entiebsite at
http://www.dnr.state.wi.us/org/es/science/lc/PT/Index.htm.

(3) ExempPTIONS. (a) Laboratories performing the following
analytical techniques for metals analysis in agueous and solid
matricesshall analyze quality contrgtandards 3 times per year
atevenly spaced intervals lieu of analyzing proficiency testing
samples:

1. Flame atomic absorption spectrophotometry

2. Colorimetric, for analytes other than hexavalent €hro
mium.

(b) Laboratories analyzing ultra—low level metals in aqueous
andsolid matrices shall analyze quality contstdndards 3 times
peryear at evenly spaced intervals in lieu of analyprgjiciency
testingsamples. Quality control standards shall be diluted to fall
within the working concentration of the analytical technique.

History: CR 06-005: crRegister April 2008 No. 628,feB-1-08.

NR 149.23 Approval of proficiency testing sample
providers. When evaluating a proficiency testing sampule
vider for approval, the department shatinsider criteria includ
ing, but not limited to, the providsr

(1) Accreditationstatus bynationally recognized accredita
tion programs.

(2) Use of techniques for calculating acceptance limits as
specifiedin s. NR 149.27.

(3) Ability to submit results to the department in a format
specifiedby the department, including electronic media.
History: CR 06-005: crRegister April 2008 No. 628,feB-1-08.

NR 149.24 Schedule of analysis. (1) APPLICATIONS
FORAQUEOUSAND SOLID MATRICES. Laboratories submitting initial
or revised applications farertification or registration in aqueous
andsolid matrices shall analyze proficiency testing samples from
an approved proficiency testing sample provider and submit
acceptableesults foreach technique and analyte or analyte group
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for which the department has identified that proficiency testingNote: Preparatory steps includigestions, distillations, extractions,

samplesare required. concentrationgnd dilutions.
(a) Acceptable proficiency testing samples shall be analyzed(2) Laboratoriesmay report multiple resuilts of multipimaly
no more than 6 months prior to the date of application. sesof a single proficiency testing sample wizekaboratory main

P . .__tainscertifications or registrations for multiple techniques for any
(b) The department may ngtant a certification or registration ; : )
unlessthe associated proficiency testing sample results meet ﬁ{@lyteor analytg group in aqueou§ and solid matrlt;es. )
criteria specified in s. NR 149.27. (3) Laboratoriesnay report multiple results of a single profi
ciency testing sample when tHaboratory maintains certifiea

(2) APPLICATIONSFORDRINKING WATER MATRIX. Laboratories > X
Pl ; L o tions for multiple methods for any analyte or analyte group in the
submittinginitial or revised applications for certification in the%rinking water matrix.

drinking water matrix shall analyze proficiency testing sample . o - . )
from an approved proficiency testing sample providersarit __(4) Prior to submitting proficiency testing resutts a proft
acceptableesults for each method and analyte or anajyeeip. Ciencytesting sample provider:

(a) Acceptable proficienctesting samples shall be analyzed (8) Laboratories may not send a proficiency testing sample, or
no more than 6 months prior to the date of application. portion of a proficiency testing sample to another laboratory for

(b) The department may ngtant a certification or registration analysis.

unlessthe associated proficiency testing sample results meet thell) Laboratories may not knowingly analyze a proficiency
criteria specified in s. NR 149.27. testingsample, or a portion & proficiency testing sample from

another laboratory
(3) ANNUAL RENEWAL FOR AQUEOUS AND SOLID MATRICES.

Laboratoriesseeking renewal of certification or registration for (€) Labor?tori_eﬁ maykr:ot Icommunicate results of a proficiency
aqueousr solid matrices shall analyze at least one proficiené?s,t'“gs,a(';’;pog ‘é‘gg ago; erAal_)Ic;g%';olzy 626 0D1-08
testingsample, prepared in an aqueous matrix, from an approvels®": ~005: crRegister Apri 0. 626,1eB=1-08.
proficiencytesting sample provider and submit acceptable results
for each technique and analyte amalyte group for which the s : . : .
departmenthas ci1dentified tha¥ profici)éncg tesF:ing samples a rOEC'enCyteSt-'PgdsgmpAe resul_tg o providers in accordance with
required. Laboratories with 3 consecutive proficiency testin edates spectlie y_t € providers. .

samplefailures in a year for any technique and analytenaiyte () Proficiencytesting reports may be submitted to the depart
group shall submit 2 consecutive acceptable proficiency testifigentdirectly from the provider or by the laboratobytit is the
samplesrom an approved proficiency testing sample provider fdfboratory’sresponsibility to ensure the department receives the
thattechnique and analyte or analyte group. necessaryeports for initialand revised applications. Reports

Note: Proficiency testing samples preparedaisolid matrix are not qum'ttedby, t.he .Iaboratory shall be submitted in their entjrety
requiredat this time to obtain or renew certificationregistration for ana  Without modification, to the department.
lytesor analyte groups under the solid matrix.tier (3) Resultsfrom all proficiencytesting reports issued to the

(a) For renewal of certifications or registrations, whitglgin  departmenby providers shall based to determine a laboratary’
on September 1 of each calendar yeaceptable proficiendgst  certificationor registration status.
ing sample results shall have beeported by an approved PT  (4) Proficiencytesting reports may be amended agidsued
providerno sooner than January 1 or later than AugBstf the by the provider when errors attributablethe proficiency testing
same calendar year sample provider are identified. The department shadtept

Note: For example, to renew certification for any paramefectfe for amendedand reissued reports if they are:
the period from September 1, 2009 to August 31, 2010, a laboratory shall : :
have successfully analyzed PT sample for that parameter reported (@) C!early Iabele_d as revised or reissued. .
betweenJanuary 1 and August 15, 2009. (b) Directly submitted to the department by the provider

(b) Reports from proficiency testing sample providers shall beHistory: CR 06-005: crRegister April 2008 No. 628,fed-1-08.
receivedby the department on or before August 15 of each year

(c) The department may not renew a certification or re
istrationunless theassociated proficiency testing sample resul
meetthe criteria specified in s. NR 149.27.

(4) ANNUAL RENEWAL FOR DRINKING WATER MATRIX. Lab
oratoriesseeking renewal of certification for the drinkingter b) The lab It | .
matrix shall analyze at least one proficiertegting sample from __(P) i € faboratory reportsl a result for an analyte not present in
an approved proficiency testing sample provider and subnfité Proficiency testing sample.
acceptableesults for each method and analyte or anajyoep. (c) The laboratory does not repontesult for an analyte pres

(a) For renewal of certifications or registrations, whiergin ~ €ntin the proficiency testing sample. o
on September 1 of each calendar yeaceptable proficiendgst (d) The laboratory fails to submit its resuitsthe proficiency
ing sample results shall have bemported by an approved PTtestingsample provider on or before the deadfioethe proft
providerno sooner than January 1 or later than Au@Bsif the ~ciencytesting study
same calendar year (2) GraDING. (a) Proficiency testing samples for analytes in

(b) Reports from proficiency testing sample providers shall gglueousand solid matrices shall be graded in accordance with
receivedby the department on or before August 15 of each ye@fceptancéimits established by the department considering-crite

(c) The department may not renew a certification or red’® developed b,y Ex - . .
istrationunless theassociated proficiency testing sample results (b) For required proficiency testing sample analytes in-aque

NR 149.26 Submittals. (1) Laboratories shall submit

NR 149.27 Proficiency testing sample acceptance

mits and grading. (1) AccepTaNcELIMITS. A laboratorys
sultfor anyanalyte or analyte group is considered unacceptable

if it meets any of the following conditions:

(a) The result falls outside the acceptance limits.

meetthe requirements specified in s. NR 149.27. ous and solid matrices for which £Rasnot developed accept
History: CR 06-005: crRegister April 2008 No. 628, feB-1-08. ancelimits, the department may develop acceptance limits based
onits experience or information supplibyg approved providers.
NR 149.25 Treatment of proficiency testing  sam- (c) When an institient number of laboratories participate in

ples by laboratories. (1) Proficiency testing samples shall bea study togenerate peer—based acceptance limits in a proficiency
subjectedo any preparatory steps unglene by analytical sam testingsample with analytes for which Efas not established
ples,unless the preparation instructions submitiga provider acceptancdimits, the department may grade results using fixed
specificallyinstruct omitting a preparatory step. acceptancéimits.
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378-1 DEPARTMENT OF NATURAL RESOURCES NR 149.32

(d) Proficiency testing sample analytes in drinking water shall (a) When a laboratory submits an applicatiofecome ceri
be graded in accordance withe acceptance limits established irffied or registered in any field of certification or registrationless
40 CFR 141.23 (k)(3)(ii), 40 CFR 141.24 (f)(17)(i)(C) and (D), 4@he department waives the requirement to perform an orevsite
CFR141.24 (f)(17)(ii)(B), 40 CFR 141.24 (f)(19)(i)(A) and (B)uation. When the department does not waive an evaluation, the
and40 CFR 141.89 (a)(1)(ii), or developed byAEP evaluationshall be performed within 90 dagifter the department
(e) Where certification or registration in an analyte group @,etermlnesthat a received appllcatlon IS Complete and satisfac
basedon passing a representative proficiency testing sample c&fy-
tainingmore than one analyte, the laboratory shall report accepta (b) When a laboratory changis location, unless the depart
ble results orat least 80% of the analytes to achieve acceptabfeent waives the requirement to perfoan on-site evaluation.
resultsfor that sample. Whenthe department does not waive an evaluation, the evaluation
(f) The department shall establish procedures for evaluatiiggll be performedvithin 90 days after the department receives
false positives and false negatives reported in analyzed-profiotification of the change in location.
ciencytesting samples. (c) When the department determines that an on-site evaluation
History: CR 06-005: crRegister April 2008 No. 628,fef-1-08. is necessary to verify correctiaetion implemented by a labera

) tory to address deficiencies identified ipr@evious on-site evalu
NR 149.28 Procedure for correcting unacceptable ation.

proficiency testing sample results. (1) AQUEOUS AND (d) When the department has reason to belieaea labora
soLID MATRICES. If a laboratory does not meet the acceptdince togy is not in compliance with this chapter

its for a particular analyte or analyte group and the laboratory doe 3) Thedepartment may condughannounced on-site evalu

not have acceptable results on a previous sample analyzed dufj ' - . X
the same certification or registration period, the department shéﬁ1 nsof a laboratory to verify compliance with this chapter after
otice of violation has been issued to a laboratory

requirethe laboratory to analyze a secqudficiency testing sam History: CR 06-005: crRegister April 2008 No. 628, feB~1-08.
ple for that analyte or analyte group.

(a) If the results of a second proficiency testing sample do notNR 149.30 Evaluation procedures and appraisal.
meetthe acceptance limits, the department may initiate an assg$$ The department shall perform on-site evaluations of labora
mentof the laboratoryg quality control records if this action istoriesaccording tadocumented procedures that promote censis
necessaryo validate data generated by the laboratéder fail-  tencyin determining a laboratorypotential, actual or continued
ing 2 consecutive proficiency testirgamples, the laboratory apility to comply with this chapter
shall: . ) . . . (2) The department shall provide forms that allow laborato

1. Submit a corrective action repartd initiate an action plan riesto voluntarily appraise the evaluation process.
to correct the problems within 30 days of the date of notificationnistory: CR 06-005: crRegister April 2008 No. 628,feB-1-08.
of the second failure. This action plan shall include a timetable for

correctingthe problems and obtaining a third proficienegting NR 149.31 Evaluation reports. (1) The department
sample. shalldocument the deficiencies of an on—sit@luation in reports
2. Analyze a third proficiency testing sample within 60 daytssuedto the evaluated laboratory
of the date of natification of the second failure thié results of (2) Thereport of an on-site evaluation shall be issued to-a lab
the third proficiency testing sample do not meet the acceptanggtory within 30 days of the conclusion of the on-site visit.
limits, the laboratory shall analyze 2 subsequent and consecufjyien the department finds it necessary to issue an evaluation
acceptableproficiency testing samples. reportat a date later than 30 days after the conclusion of an on-site
(b) The departmennhay not renew the certification or registra visit, the department shall notify the laboratory within 10 days
tion of those analytes or analyte groups for which a laboratory refter the conclusion of the 30—day period aboutdieéay The
failed 3 consecutive proficiency testing samples for those analytesticeshall include an expected delivery date for the report.
or analyte groups and has not successfully analyzed 2 subsequetigtory: CR 06-005: crRegister April 2008 No. 628, feB-1-08.
andconsecutive proficiency testing samples for those analytes or
analytegroups prior to September 1. NR 149.32 Evaluation corrective action. (1) A labo
(c) When applying to have an analyte or analyte greipp  "atoryshall take corrective action to addresy deficiencies dis
statedafter non-renewalor failing 3 consecutive proficiency coveredduring an on-site evaluation.
testingsamplesthe laboratory shall provide acceptable results on (2) A laboratory shall submit to the department within 30 days
2 subsequent and consecutive proficiency testing sample studiesh the evaluation repog’date a plan of corrective action to
for that analyte or analyte group. addressll the deficiencies noted in the report. When a laboratory
(2) DRINKING WATER. If a certified laboratory does not meetfinds it necessary to submit a corrective action plan at a date later
the acceptance limits that have been established by the depBlan30 days after the evaluation repeidate, the laboratory shall
ment,the department shall require the laboratory to analyze-a sBelify the department about the delay and provide an expected
ond proficiency testingample and may require the laboratory t§€livery date in consultation with the department.
submita corrective action reportf the results of the second sam  (3) The department shall review the corrective actjgan
ple do not meet the acceptance limits, thepartment may not submittedby alaboratory and inform the laboratory whether the
renewthelaboratorys certification and may revoke the laboratosubmittedplan addresses satisfactorily all noted deficiencies, or
ry's certification as specified in s. NR 149.10. whetheradditional action or documentation is necessary to-deter
History: CR 06-005: crRegister April 2008 No. 628,feb-1-08. mine the laboratong ability to comply with this chapter
) . (a) When the department determines that the submitted €orrec
SubchapterVI — On-Site Laboratory Evaluations tive action plan addresses all noted deficiencies satisfactily
departmenshall inform the laboratory in writing within 1&f&ys
NR 149.29 Purpose, type and frequency . (1) The of the conclusion of on-site visit that thealuation process has
departmenshall perform on-site evaluations to determiteto@ beencompleted.

ratory’s potential, actual or continued ability to comply with the (h) When the department determines that additional action or

provisionsof this chapter documentatioris needed to evaluate compliance with this ehap
(2) Thedepartment shall conduct announced on-site evaluar, the department shall agree on a date for a second corrective
tions of laboratories once every 3 years and: actionplan to be submitted in consultation with the laboratory
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NR 149.32 WISCONSINADMINISTRATIVE CODE 378-2

1. When the departmedetermines that the second correctivanalysesusing these methods shall perform the protocols, meet
action plan addresses all noted deficiencies satisfactdfiy anyassociated evaluation criteria and document results.
departmenshall inform the laboratory in writing that teealua (b) When daboratory references an analytical test method that
tion process has concluded. doesnot contain protocols for demonstrating initial capability

2. When the departmedetermines that the second correctiveontinuingcapability or both, the laboratory shall establish dem
actionplan does not addrea#i the noted deficiencies satisfacto onstrationof capability criteria for determining that each person
rily, the department may schedule another on-site evaluationdiao performs testing on compliance samples usingnthéhod
determinethe laboratorys compliance with this chaptdermi  hasdemonstrated the necessary skills and expertise required to
nateany outstanding application that led to the original on—sitgeneratequality analytical results.The laboratory shall retain
evaluationor direct enforcement to the laboratory documentatiorithat each person performing a given test on-com

3. When a second on-site evaluation is scheduled ali@ncesamples has satisfied the demonstration of capability
follow-upto a second corrective action plan, the department sHgflia established by the laboratory

establishdeadlines that resolve any remaining unresoblefi History: CR 06-005: crRegister April 2008 No. 628,fef-1-08.

cienciesexpeditiouslybut no later than 90 days after the conclu )

sion of the follow—up visit. NR 149.37 Quality manual. (1) PURPOSEAND GENERAL
History: CR 06-005: crRegister April 2008 No. 628, feB-1-08. PROVISIONS. The laboratorg quality system shall be defined in a

quality manual, however named. All policies and procedures

NR 149.33 Conflicts of interest. (1) The department governingthe laboratory quality system shall be documented or
shall establish procedures to ensure and document that Iaborat@?rencedn the quality manual. All laboratory personnel shall
evaluatorsunder its employment are free of any conflicts thdollow the policies and procedures established by dinality
would render them incapablef performing an objective and manual.
unbiasedevaluation of a laboratary (2) FormaT. The quality manual shall have a format, however

(2) A laboratory may request information andcuments conceivedthataddresses the content elements specified in this
usedby the department to establish that any evaluator assignegeotion. Content elements may be presented in narratibe)ar
perform the laboratorg evaluation is free of any conflicts ofschematicr graphical form. The manual shall be a document in
interest. hardcopy or electronic format traceable to the laboratory

History: CR 06-005: crRegister April 2008 No. 628,feb-1-08. Note: Although this section does not require a specific format for quality
manuals, the format suggested by the following is accepitatile depast

NR 149.34 Evaluator qualifications. (1) The depart Mment:*Manual for the Certification okaboratories Analyzing Drinking
ment shall develop procedures to establmhd evaluate the Water’, EFA 815-R-05-004, fifth edition, & Office of Groundwater
: - : d Drinking Water January 2005. This document is available at:
Egggﬁ?gg?ﬁgnﬁ?&i and credentials of the laboratory evaluat ://Www.(gpa.gov[/safewatgrllabcert/labindex.html.
| ploy ) inf . (3) ConTENT. The quality manual shall include, address or
(2) A laboratory may request information addcuments yeferto, at a minimum, the following elements:
usedby the department to establish that any evaluator assigned t 0 izati d t struct f the laborat
performthe laboratong evaluation hathe necessary education, (&) Omanization and management structure of the laboratory
experiencepr credentials to perform evaluations competently ~ (b) Procedures for retentiocontrol and maintenance of decu

History: CR 06-005: crRegister April 2008 No. 628, feB-1-08. mentsused in or associated with analyses.
] (c) Procedures for achieving traceability of standards, reagents
Subchapter VIl — Quality Systems and reference materials used to derive any results or measure
ments.

NR 149.35 General requirements. (1) Scope. This (d) Procedures for handling samples.

subchapteestablishes personnel, quality assurance, quality con (e) Lists of major analytical instruments and support equip
trol, method selection, sample handling and documentatlprqbnt_

requirementsor laboratories. . hall (f) Procedures for calibration, verification and maintenance of
(2) RESPONSIBILITY FOR QUALITY SYSTEM. Laboratories shall yaior analytical instruments and support equipment.
conducttheir analytical activities under a quality system that . . .
(g) Procedures for evaluating quality control samples, iaclud

incorporateghe provisions of this subchaptekt least onéndi- . -
vidual, however named, within &boratorys oganization or "9: but not limited to, method blankiaboratory control samples,
' ' matrix fortified samples and replicates.

under the laboratorys employment shall be identified to the = G " )

departmengs responsible for establishing, implementing, assess (h) Procedures for initiating, following um and documenting

ing and revising, as needed, a laboramguality system. correctiveaction addressing quality assurance and quality control
History: CR 06-005: crRegister April 2008 No. 628, feB-1-08. failures, discrepancies or nonconformance.

(i) Procedures for reviewing analytical data and reporting ana

NR 149.36 Laboratory personnel. (1) MANAGEMENT _Iytical results.
AND ANALYTICAL STAFF. The laboratory shall have personnel with (4) Revisions. The quality manual shall be kept current by the
educationfraining or experience that allows them to comply W'“ﬂesponsibleparty howevemamed, for maintaining the laborato
the requirements of this chapter ~ ry's quality system. All editions or versions of the quatitgnual
~ (2) PERSONNELINVOLVED IN DRINKING WATERANALYSES. Addi-  shallindicate the dates in which they were issued or revised.
tional education and training requirements of management and(s) | AgoRATORIESANALYZING DRINKING WATER SAMPLES. Lab
analytical staf involved in analyzing drinking water amdn  oratoriesperforming tests in drinking water shall ensure, in-addi
tainedin Chapters Il and IV of the *Manual for the Certificationsjon to the requirements in this section, that the content elements
of ~Laboratories Analyzing =~ Drinking Weer’, ER - gpecifiedin Chapter Il of the “Manual fothe Certification of
815-R-05-004 fifth edition, ER, Office of Groundwater and | aporatoriesnalyzing Drinking \iéter”, ERA 815-R-05-004,
Drinking Water January 2005. fifth edition, ER, Office of Groundwater and Drinking &fter,

Note: This document is available at: http:/\wvepa.gov/safewater/lab- January2005, are addressed, included, or referenced in their qual
cert/labindex.html. ity manuals ' ’ '

(3) DEMONSTRATION OF CAPABILITY. (@) When Iabora_ltorl_e_s_ Note: This document is available at: http://wvepa.gov/safewater/lab-
referencemethods that contain protocols for demonstrating initiakrt/labindex.html.
capability, continuing capability or both, personnel performing History: CR 06-005: crRegister April 2008 No. 628, feB—-1-08.
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378-3 DEPARTMENT OF NATURAL RESOURCES NR 149.39

NR 149.38 Corrective action for quality system and (a) Certificates of certification or registration issued by the
quality control samples. (1) The laboratory shall take cor departmentunless the department has requested a labortatory
rectiveaction when: returnthem.

(a) Departures from established policies and procedures in the(b) Certificates issued to the laboratory by entities witiich
quality system are identified or become apparent. the department has entered into a reciprocal agreement snder

(b) Qua“ty control Sampies'nciuding proficiency testing NR 149.08, ifa_laboratory is certified or registered for this Chapter
samplesfail establishedicceptance limits or evaluation criteriaUnderany existing agreement.

(2) Thecorrective action shall identify the source of the prob  (€) Records of personnel qualifications, experience and train
lem, correct the problem, and hagemechanism to verify the ing when personnel are required to possess or maintain specific
actionhas had the desiredfet. credentialsy s. NR 149.36 (2).

(3) Thelaboratory shall document correctigetion taken to ~ (d) Records of demonstration of capability for eactalyst
addressthe nonconformance and any other changes resultifﬁ?UITGdtO perform the demonstratiospecified in s. NR 149.36
from corrective action investigations. Changmieen to address (3)-
failuresof quality control samples to meet established acceptance(e) Copies of oaccess to other regulations, standards and doc
criteriashall be those that resolve or address the failure in an expmentsnecessary for the laboratory to operate or to maintain com
ditious manner before &cted results are released or reported yliancewith this chapter

alaboratory (3) ANALYTICAL AND TECHNICAL RECORDS. (a) The laboratory

(4) The laboratory shall monitor theffectiveness of imple shallmaintain all analyticaind technical records containing raw
mentedcorrective action changes and take additional correctiggdderived data, or originabservations, necessary to allow-his
actionwhen initial and or subsequent corrective action fails torical reconstruction of all laboratory activities that contributed
resolvethe nonconformance. to generating reported results.

History: CR 06-005: crRegister April 2008 No. 628,feB-1-08. (b) The format of the analytical and technical records of a labo
ratory shall facilitate access to the information in thibsection
NR 149.39 Records and documents. (1) RECORDS andmay be contained in bench sheets, log books, notebooks, jour

AND DOCUMENTS RETENTION AND CONTROL (@) The laboratory na|s manualsstandard operating procedures and forms, in hard
shall establish procedures to control and manage all records @pdly or electronic media.

documentsthat form part of its quality system and that are
requiredto demonstrate compliance with this chapter

(b) The procedures shall ensure tdatuments required to
performanalyses and to ensure tigality of generated data are
availableto laboratory personnel, and that records and documef}

(c) Analytical and technical records retained by the laboratory
shallallow access to information that includes:

1. Collection, arrival, processing and analysis dates of sam
lgs received for analysis.

are reviewed periodically for continuinguitability and, when 2. Collection and analysis time for tests with holding time of
necessaryrevised to faciiitate complianaeith the requirements 48 hours or less.
of this chapter 3. Preservation status of samples on arrival at the laboratory

(c) The laboratory shall retain all records and documents that 4. Identity of laboratory personnel preparing and testing-sam
arepart of its quality system and that are requiredexmonstrate ples.
compliancewith this chapter for a minimum of 3 years after the 5 |gentification of the analytes or analyte groups analyzed in
generatiorof the last entry im record or document. The laboraggmples.
tory shall retain records and documents for a longer minimum

period,if they are necessary to reconstruct analytical results gen, a%_zresegrﬁvtﬁgyhtggm'?gsezrzuscuhbﬁt?e'%esnons’ extractions and
eratedduring a 3—year period. P P )

(d) The department may require in writing that records be 7. Methods of analysis used for samples.

retainedfor a longer period than that specified in.fa} if the 8. Results of sample analysis.
departmenthas initiated legal action involving testsults or the 9. Traceability of standards and reageused to perform
certification or registration status of the laboratory analysis.

(e) The laboratory shall identify to the department a responsi  10. Calibration verification information and measurements of
ble party for retaining documents and records for the requiréaboratory support equipment associated with sarmgualysis
periodin the event the laboratory changes ownershigeases to andstorage.
be certified or registered. 11. Initial and continuing calibration data associated with

() Records and documents shall be handled and stored wamplesanalyzed.
manner that ensures their permanence and securityttier 12. Raw data fomnalytical instrument calibrations and sam
requiredretention period, and that facilitates their retrieval tgjes, The department has exempted theention of emission
demonstrateompliance with this chapter countsfor samples and standards analyzed aitenitial calibra

(9) Records and documents shall be legible and their entrigs for older models of inductively coupled plasma emission
shall be safeguarded against obliteration, erasures, overwritisgectrophotometerthat are incapable groviding that informa
andcorruption. tion when operated in the instrument calibration mode.

1. Handwritten records shall be recorded in ink. 13. Resultsof quality control samples associated with sam
2. Records and documents that are stored only on electropligsanalyzed.
mediashall besupported by the hardware and software necessary 14. Corrective actions associated with samples analyzed.
for their retrieval and reproduction into hard copy 15. Maintenance performed on laboratory support equipment
3. Corrections or other alterations made to entries in recorgisd analytical instruments.
or documents may not obscure the original entry 16. Environmental conditions crucial to tests performed at
4. The laboratory shall have procedures to prewestis |aboratoryfacilities at the time samples are analyzed.
thorizedaccess or amendments to records and documents. 17. Reports of final results submitted to clients or the depart

(2) ADMINISTRATIVE RECORDS. Administrative records that ment.

laboratoriesshall maintain include: History: CR 06-005: crRegister April 2008 No. 628,feB-1-08.
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NR  149.40 Standard operating procedures. NR 149.42 Alternative methods. (1) The department
(1) GENERAL REQUIREMENTS. (@) Laboratories shall maintainmay allow theuse of alternative methods from those prescribed
written standard operating procedures that document or referebggrograms covered under tlukapterincluding the safe drirk
activities needed to maintain their quality systems ancetiedtle ing water program, if a laboratory requests approval arildeif
performing or reproducing an analysis indtgirety as performed environmentalprotection agency has granted approval for the
at the laboratory alternativemethods.

(b) Standard operating procedures may be documents written(2) On a case—by-case basis, the department may allow the
by laboratory personnel or may consist entirely of copies of puliseof methods other than those specified by programs covered
lisheddocuments, manuals or procedures if the laboratory followsderthis chaptgrfor any of the following situations:
the chosen source exactly (a) The ER has granted approval for the alternative methods.

(c) Standard operating procedures roagsist in part of copies  (b) The applicable covered prograafter consultation with
of published documents, manuals or procedures if: the laboratory certification ancegistration program, determines

1. Modifications to the published source are described in wrifiat the allowance does not result in a detrimenteicefon the
ing in additional documents. quality and defensibility of the results to be generated.

2. Clarifications, changes or choices are completelgl (c) The request is for approval of a method that employs a new
describedn additional documents, when published sourctes of O €meging technology and there is documentation which sub
multiple options, ambiguous directives or inficient detail to  Stantiateshe validity of the emeiing technology for the intended
performor reproduce an analysis. purpose. . )

(d) Standard operating procedures shall indicate their dates P1(3) The request for consideration of approval fese of an
issueor revision. alternative method shall includehe reason for seeking the
(2) ANALYTICAL METHODSMANUAL. (a) The laboratory shall approval,a description of the principles of angw or emeging
haveand maintaira list describing analytical test methgds- ertechnologylnvolved, and the potential scope of application of the
f df db ?h' hy A P€method. The department may establish criteria for validating the
ormedtor programs covered by this chapter . . testmethod for the specific application and scope requested. If the

(b) The analytical methods manual may consist of publishgghoratory’smethod validatiomesults meet the established-val
or referenced test methods, or standard operating procedures W§ition criteria, the department shall allow the ufethe test
tenby the laboratory as allowed in this section. methodfor the specific application and scope requested.

(c) The essential elements of tewtthods required in pad) (4) Thedepartment shall approve or deny the request for con
may be presented in narrative, tabulschematic or graphical siderationof approval for use within 90 days from the receipt of
form. The analytical methods manual shall be an identifiable dagerequest. Théaboratory certification and registration program
umentin hard copy or electronic format traceable to the laborahall consider inits decision whether the covered programs that
tory. would be the recipients of the data generated have a demonstrated

(d) When the analytical methods manual consists of standaeedfor allowing the alternative method.
operatingprocedures written by thkboratory each standard  (5) Thedepartment may chge a fee under s. 299.15) (d),
operatingprocedure shall includeddress or refer to, at a mini Stats.|f it is necessary to verify the results of any validation data

mum, the following elements: submittedby a laboratory requesting use of an alternative method.
1. Identification of the test method. Note: A list of authoritative sources for test methods is provided in Appendix IlI
) of this chapter
2. Applicable analytes. History: CR 06-005: crRegister April 2008 No. 628,feB-1-08.
3. Applicable matrices. -
4 Mmt)h d itivit NR 149.43 Laboratory facilities. (1) The laboratory
- Method sensilivity shallensure that the environmental conditions of its facility do not
5. Potential interferences. affectadversely the required quality of any measurement.
6. Equipment and analytical instruments. (a) Laboratoryfacilities shall ensure fefctive separation
7. Consumable supplies, reagents and standards. betlwle.en neighboring areas in which incompatible analytical
8. Sample preservation, storage and hold time. activitiestake place. The laboratory shall take measures to pre
- . . ventcross—contamination.
9. Quality control samples and frequency of their analysis.

L o b) Access to and use of areafeeting the quality of environ
10. Calibration and standardization. me(nt)altests shall be controlled an ex%ent c%mmt)(/ensurate with
11. Procedure for analysis. thetype of analysis and samples analyzed by a laboratory
12. Data assessment and acceptance criteria for quality con(2) The laboratory shall monitgorcontrol and record envi

trol measures. ronmentalconditions when this is required bpproved test meth
13. Corrective actions and contingencies for handling out 86sor when they influence the quality of test results.

control or unacceptable data. History: CR 06-005: crRegister April 2008 No. 628,feP-1-08.

History: CR 06-005: crRegister April 2008 No. 628,feP-1-08. .
y 9 P NR 149.44 Laboratory equipment. (1) GENERAL PRO-

VISIONS. (a) The laboratory shdike furnished with the equipment

fecessary and required for the correct performance of all the envi

{Bnmentattestsand associated preparations and activities # per

Gorms.

interferencesn the samples to be tested. _(b) The equipment and software used for testing and cal
ibration shall achieve the accuracy required to comply with the

(2) Whenmethods are not prescribed by covepedgrams reqyirementsof approvedmethods or specifications relevant to
underthis chapter or permits issued by the department, the 1abq§@, anvironmental testing performed by the laboratory

tory shall consult with the department to select a method that is .
(2) LABORATORY SUPPORTEQUIPMENT. (a) All support equip

suitablefor the matrix, type of analyte, expected level of analyt - : 2 SV .
regulatorylimit and anticipated interferences in the sample. %‘Irgctesn'lﬁ/”eg?ali(ri%tnlgnvggrklng order tsyibmitting it to routine and
8 .

Note: A list of authoritative sources for methods and quality contr . .
informationis provided in Appendix Il to this chapter (b) When support equipment leaves the direct contrthef

History: CR 06-005: crRegister April 2008 No. 628,feB-1-08. laboratoryfor maintenance or for any other reason, the laboratory

NR 149.41 Method selection. (1) The laboratoryshall
usemethods for environmental testing approved by covered p
gramsunder thischapterand that are suitable for the matrix, typ
of analyte, expected level of analyte, regulatory limit poigntial

Register November 2009 No. 647


http://docs.legis.wisconsin.gov/document/register/660/b/toc
http://docs.legis.wisconsin.gov/code/admin_code

Removed byRegister December 2010 No. 6@r current adm. code sé#tp://docs.legis.wisconsin.gov/code/admin_code

378-5 DEPARTMENT OF NATURAL RESOURCES NR 149.44

shallensure that the function andlibration status of that equip theiruse. Instructionsn the use and maintenance of equipment

mentis checked or demonstrated to be satisfactory before #iwllbe available to instrument operators.

equipments returned to service. (b) All instruments shall be properly maintained, inspected
(3) CALIBRATION AND VERIFICATION OF SUPPORTEQUIPMENT. andcleaned. The laboratory shall establ@bcedures for the

(a) All support equipment shall be calibrated or verified over if§aintenancef analytical instruments to prevent contamination

rangeof use using available reference materials traceallést@ O deterioration that may fafct reported results.

When reference materials traceable to NIST are not produced,(C) Analytical instruments that givsispect results or that have

manufacturesr commerciallyavailable, the laboratory shall usebeenshown to be defective or outside of performance specifica

materialsof a quality that will ensure the accuracy of the <alitions shall be taken out of service.

bratedor verified support equipment for its intended use. (d) When analytical instruments leave the direct control of the

(b) The acceptability criteria for these calibration verificatiofgboratoryfor maintenance or for any other reason, the laboratory
checksshall be established by approved test methods, departnfdiftll ensure that the functional acalibration status of those ana
guidancer in their absence, tolerances established by manuffical instruments are checked or demonstrated to be satisfactory
turers. beforethe instruments are returned to service.

Note: Department guidancdocuments are available for download from the (5) INSTRUMENT CALIBRATION GENERAL PROVISIONS AND
departmentwebsite at: http:/wwwinr.state.wi.us/org/es/science/lc/OUTREACH/REQUIREMENTS. (@) All analytical instruments shall be calibrated
Guidance.ftm. N N atleast once in any year in which they have been used, and shall
() When the results of the calibration or calibration verhe cajibrated or their calibration verified before they are used
fication of support equipment do not meet the specifications of tagsyide any quantitative results.
appllcarl]tlclJlnk?r methodéc?r which the equql)ment_ |sdgshed,et%p (b) When more stringent instrument initial calibration or-con
mentshall be removed from service until repaired; howaleTe i, ing calibration verification requirements are requirednar:
deviationfrom the calibration specifications restitisa consistent j5tadtest methods or regulations, laboratories shall follow the
bias,the equipment may remain in service if correction factors 3ore stringent requirements unless:
appliedto all measurements made with the deviating equipment. 1. A test method requires analyzing more than 3 standards to

(d) Devices used to measure teenperature of laboratory estaplisha linear calibration, and the laboratory chooses to narrow
ovens,incubators, water baths, refrigerators, freezers and samglgScalibration range of the determination to no more thardérs

receivedat the laboratory shall be calibrated or verified at leagt magnitude and uses at least 3 standards to generate an initial
yearly against thermometers traceable to NIST calibration.

(e) The operating temperature of autoclaves, incubaivess 2. Atestmethod requires analyzing more than one continuing
andwater baths used as part of a method shall be checked to mggbrationverification standard to verify a linear calibratiand
the temperature requirements of that method each day they @€ |aporatory has narrowed the calibration range of the -deter
used. ) ) ] minationto no more than 2 orders of magnitude and uses at least

(f) Refrigerators, freezers, ovens amcubators holding sam onestandard to verify continued calibration.
plescontinuously as part standard operating conditions shall be (g) |nTiaL INsTRUMENTCALIBRATION. (8) The details of initial
checkedon each day that laboratopgrsonnel conduct analysesinstrument calibration procedures, —includingcalculations,
Thelaboratory shall endeavor to set equipnsattings and condi  jntegrationsacceptance criteria and associated statistics isdall
do not conduct analyses. _ cedure. When initialinstrument calibration procedures are cited

(9) Analytical balances that have been used at teast in a by reference in the test method standard operating procedure, the
monthshall be checked monthly with at least 2 certified Weight&boratoryshall retain the referenced material.
oneweight in the gram range and one weight in the milligram (b) The laboratory shall select a calibration model that is
range. The weights used to perform these checks shall be:  appropriatefor the expected behavior of the analytical instrument

1. Traceable to NISTand shall be of class or type suitable fofo be calibrated.
verifying the accuracy of analytical balances. (c) To establish calibration, the laboratory shall select anum

2. Certifiedfor accuracy every 5 years by a metrology servidser of non-zero standard concentratidinat is appropriate for the
outsidethe laboratory or new individual weighd§suitable class calibrationmodel selected and the expected range of coneentra
or type traceable to NIST shall be purchased for liés re-certi  tions. Thenumber of calibration standards used shall also be suf
fication shallbe performed sooner than every 5 years if balanfieient to establish a relationship or corroborateiraversally
checksperformed using theseeights suggest that a change in thestablishedheoretical relationship between instrumezsponse
certified weight has occurred. and concentration that is appropriate the specific instrument

3. Handledand stored in a manner that protects their integritgndits intended use.

(h) Non-analytical balances that have been used at least oncéd) The minimurmumber of standard concentrations selected
in a month shall be checked monthly with at least one weighttimestablish calibration shall be 3 except for:
the expected range of their use. The weights us@erform these 1. Dissolved oxygen meters, which shall be calibrated against
checksmay be traceable to or verified agaitigise traceable to water—saturatedir, air-saturated water at a known temperature
theNIST. andpressure, or by reference to an aligofoair—saturated water

(i) Mechanical and automatic volumetric dispensing devicesalyzedby the Wnkler or iodometric method.
including pipettes, micro—pipettes, burettesd automatic dilu 2. lon selective electrodes and pH meters, the minimum num
torsand dispensers shall be checked for accuracy agjgagerly bershall be 2.
whenthey are in use. 3. Inductively coupled plasma emissispectrophotometers

1. Glass microliter syringes do noeed to be checked for and inductively coupled plasma mass spectrometersriing
accuracyif they are documented to be as accurate as clgss8  mumnumber shall be one.
ware. 4. Calibration models that are quadratic, the minimum shall

2. Disposable pipettes and any of the aforementioned devites5.
which are dedicated to use in methaidps or applications thatdo 5. Calibration models that are cubilce minimum shall be 7.
notrequire use of class A glassware are exemfpted the quar (e) The concentration of the standards chosen to establish a
terly verification of accuracy calibrationfunction shall be within the sanoeders of magnitude

(4) LABORATORY ANALYTICAL INSTRUMENTS. (a) Laboratory asthe expected concentration of sampdebe quantitated with an
analytical instruments shall be operated by personnel tranednitial calibration. Laboratories reporting results at levels at or
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nearthelimit of detection of an analysis shall include in initiakcal 1. An instrument is calibrated by tuning it to conform to a uni
ibrationsa standard at a concentration near the limit of quantiteersally accepted scientific law or scale, as is the case with pH
tion of the analysis. meters,jon selective electrodes and dissolved oxygen meters.
() To generate a calibration function, the laboratory shall 2. The laboratory analyzes quality control standards for the
selecta reduction technique or algorithm that is appropriate for ta@alyteor analytegroup involved and evaluates them as specified
calibration model and number of standard concentratioris s. NR 149.48 (5).
selected. () Unless otherwise required by regulation, method or pro
1. The selected algorithm or reduction technique shall lggam,the acceptance criteria for this second source verification
describablemathematicallyand shall provide equationspefi-  shallbe that required under sub. (7) for continuing instrument cal
cients or parameters necessary to characterize the calibratibration verification.
function uniquely unless an analytical instrument is tuned to-con (k) Laboratories shall quantitate sample results only from ini
form to a universally accepted scientific law or scale. tial instrument calibrations, unless otherwidl®wed by regula
Note: The response of dissolved oxygen meters is generally adjostedion, method or covered program.
conformto the concentration of oxygen allowable in a given fluid at a (L) Laboratories shall quantitasample results from an instru
specifiedtemperature and pressure. The response of an jon selective gigentresponsehat is within the range of the initial calibration. If
trodeis generally tuned to conform to tNernst equation. The response, ample dilution is required, thedilution shall be the lowest

of pH meters is tuned to conform to the universally accepted pH sc - : f e
When theseinstruments are adjusted or tuned according to these pr nictligllrigtlicl)o?a?ttiglr? an instrument response within the range of the

ciples,characterizinghe calibration reduction algorithm mathematicallyl . .
is not necessary 1. Except for samples analyzed by inductively coupled

2. The laboratory shall use the simplest linear calibratidfasmaemission spectrophotometeasnd inductively coupled
function unless it has documentation that a non-lifeaction ~Plasmamassspectrometers, samples having responses greater
provides a statistically improved definitionf the calibration thanthat of the most concentrated standard of an initial calibration

range. Non-linear functions may not be used to compensate fjfowedto be established with &tast 3 diferent standard cen
instrument saturation, insensitivityr malfunction. centrationsshall be diluted and reanalyzed. When samples cannot
3. The laboratory may use weighted algorithms or reductid}f diluted and reanalyzed, sample results shall be reported with
techniquespnless they arehosen to compensate for deviation&PPropriatequalifiers or narrative warnings. o
from the expected behavior of a detector of an analytical instru 2. Samples analyzed by inductively coupled plasma emission
mentresulting from instrument saturationsensitivity or mal  SPectrophotometersand inductively coupled plasma mass
function. spectrometerfiaving responses at or above 90% of the estab
4. The laboratory may not use reiterative reduction-tecHSheduPper limit of the linear dynamic range of the instruments

niguesor algorithms that force calibration functions through zer%ﬂzllggnﬂ:uéee% aggn';e?en?eléﬁg' sx\grfletg]esfaemg:?es dc\f\‘lﬂﬂoé berg"ﬁ;?g
Note: Reiterative reduction techniquesalgorithms that force through Y ! p p Pprop

zeroobtain mathematicallyy repeated application, a ntéisponse for a qualifiersor narrative warnings. L
zerostandardhat has a non-zero response, or adjust calibration parame 3. Samples analyzed by inductively coupled plasma emission
tersto obtain a theoretical null response without analysis of a calibratispectrophotometersand inductively coupled plasma mass
blank. This paragraptioes not prohibit the use of average response fagpectrometerdiaving responses below 90% of the established
torsor automatic zeroing gwart of an initial calibrati_on, when methods,upperlimit of the liner dynamic rangef the instruments but above
regulationsor covered programs allow those techniques. the responsef the highest concentration of standard in an initial
~ (9) Thelaboratory shall establish acceptability criteria for inicalibrationmay be reported without resorting to dilution.
tial calibrations. The type of criteria chosen and the acceptancem) Once a calibration model is selected, a calibration function
rangeshall be appropriate fahe type of analytes to be quanti js established, and an initial calibratiorfiisalized, a laboratory
tated,the calibration model selected and reduction technique @y not change the model or calibration function after samples
algorithmchosen. havebeen analyzed without performiragother initial calibra

1. When average response factors are used to reduce tigh.
ibrationdata, the relative standard deviation of the response fac (n) Laboratories shall perform an initial calibration after
torsmay not exceed 20%, unless an approved method of analygigrumentsundego non-routine maintenance, when repeated
allowsa lager percentage. useor otherconditions change their expected behadad when

2. When linear regression or leasfuares analysis is used tatheir continuing calibration cannot be verified.
reducecalibration datdor inorganic analytes and metals, the-cor (o) Except as allowed in s. NR 149.39 (3) (c) 12., laboratories
relation coeficient of the resultant calibration curves shall be ahallretain all the raw data necessarydoonstruct or reproduce,

least0.995. independenthyof analytical instrumentsll calibration functions
3. When linear regression or leasfuares analysis is used taassociateavith initial calibrations.
reducecalibration data for ganic analyteghe correlation coéf (7) CONTINUING INSTRUMENT CALIBRATION VERIFICATION. (Q)

cientof the resultant calibration curves shall be at least 0.99. Whenan initial instrument calibration is not performed ondhg
4. When quadratic regression analysis is used to reduce edlanalysis, the validity of the initial calibration shall\ezified
ibrationdata for inoganic analytes and metals, the fioefnt of prior to quantitating samples by continuing calibration verifica
determinationof the resultant calibration curves shad at least tion with each analytical batch and at least once on each analysis
0.995. day. Continuing calibration verification shall also performed
5. When quadratic regression analysis is used to reduce @iler the consecutive analysis of each group of 20 sampRs, if
ibration data for oganic analytes, the cdiefent of determination Or more samples constitute an analytical run. Continuing calibra
of the resultant calibration curves shall be at least 0.99. tion verification is not required for analyses that cannot be spiked,
(h) The laboratory shall establish procedures for zeramg Suchas BOD, cBOD and TSS, or those analyses that do not
instrumentandthe treatment of calibration blanks, when the refefvolve a calibration, such as titrations.
enced analytical method used by the laboratory requires the (b) The calibration standards analyzed to demonstoatenu
responsef a calibration blank to beart of a calibration function. ing instrument calibration may lmbtained from the same source
() Laboratories shall verify all initial instrument calibrationg!sedto generate an initial calibration.
afterthey are generated but before they are used to quantitate anc) The number and concentration of calibration standards
sampleswith a second source standaud)ess either of the fol requiredto demonstrate continuing instrument calibratiooLis
lowing conditions exists: linedin Table 1 of this subchapter
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DEPARTMENT OF NATURAL RESOURCES

Table 1

NR 149.46

Requirements for Continuing Calibration Verification

Calibration Function

# of Standards Requied for
Verification

Concentration of Verification
Standard

Tuning an instrument to conform to a uni
versally accepted scientific law or scale
(i.e. electrometric techniques)

The laboratory shall analyze at least
single verification standard

aThe concentration of the standard
shall be within the range established
during the initial calibration

Average response/ calibration factor
linear regression, least squares analysis,
otherwise obeys a linear model

The laboratory shall analyze at least
osingle verification standard

aThe concentration of the standard
may be varied within the established
calibration range.

Quadratic regression"®order polyne

The laboratory shall analyze at least

20ne of the standard concentrations

mial, or other quadratic model verification standards shall be chosen to verify continuing
calibration near the point of inflection

of the calibration function

3Two of the standard concentrations
shall be chosen to verify continuing
calibration near the points of inflec
tion of the calibration function

The laboratory shall analyze one stap The concentrations of the standards
dard per calibration segment shall be diferent from the ones used
to establish each segment.

Cubic regression,"8order polynomial, or
other cubic model

The laboratory shall analyze at least
verification standards

Discrete or non—smooth segments

(d) The acceptanagriteria for continuing calibration verifiea When reference materials traceable to NIST are not produced,
tion standards shalle those defined in the method utilized by thenanufacturedr commerciallyavailable, the laboratory shall use
laboratory. If the reference method does not contain criteria, tmeaterialsof a quality that will ensure the accuracy of the ali
acceptanceriteria for continuing calibration shall be: bratedor verified support equipment for its intended use.

1. Obtaining concentrations within 10% of the respective (c) The laboratorynay not use standards and reagents beyond
actualconcentrations of all reportable iganic analytes and met their expiration dates, unless the laboratory can verify their reli
alsfrom an initial calibration. ability in a defensible manner

2. Obtaining concentrations within 15% of the respective (2) DOCUMENTATION AND LABELING OF STANDARDS,REAGENTS
actualconcentrations of all reportableganic analytes from an AND REFERENCEMATERIALS. (a) The laboratory shall documdime
initial calibration. identity, source and puritpf all standards and reagents used in

(e) When the continuing calibration verification resultéestsmethods performed. The laboratory shall retain records of
obtainedare outside acceptance criteria, the laboratory shall peertificatesof analysis or puritywhen the records are provided by
form another calibration verificatioif the results of this second thesupplier and are necessary to establish the iderstityrce or
calibrationverification fail to meet acceptance criteria, the labor&Urity of standards and reagents.
tory shall take corrective actionAfter taking corrective action, 1. Original containers of standards and reagents shall be
the laboratory shalperform 2 consecutive calibration verifica labeledwith a receipt and an expiration date.
tionsthat meet acceptance criteria or shall perform another initial 2. The laboratory shall document the lot numimeanufae
calibration. turer,date of receipt and the date of expiration of stiekdards

(f) Samples associated with a failing calibration verificatioandreagents separately from their containersrsure this infor
shallbe reana|yzed or reported with appropriate qua”fiers_ mationwill be retained when the containers are discarded.

(9) The details of the continuing instrument calibration proce 3. The laboratory shall maintain records that detail the prepa
dure, calculations and associated statistics shall be included in taéionof intermediate and working standards and reagents. These
testmethod standard operating procedure. When contiruaihg recordsshall link the intermediate and working standards and
ibration verification procedures are citey reference in the test reagentgo their respective originating stocks or neat compounds
method standard operating procedure, the laboratory shall re@ig shall indicate their date of preparati@xpiration and the
the referenced material. identity of the preparer

History: CR 06-005: crRegister April 2008 No. 628, feB-1-08. (b) The laboratory shall retain records and certificates that
. tracereference materials used to calibrate or verify analytical sup

NR 149.45 Measurement traceability . (1) STANDARDS, nort equipment to the souroéthe corresponding réference mate
REAGENTSAND REFERENCEMATERIALS. (@) The laboratory shall yi5is. The laboratory shall retain records demonstrating that the
ensurethat results of analyses can be linked to all the standatgs:racyof the reference materials has been certified or verified,

andreagents used to derive resul&andards and reagents useg the required frequencies, by a body outside of that inyeludr
in analyses shall conform to the pursiyecifications contained in ana)yticaloperations.

approvedmethods of analysis. When approved methods of analypistory: CR 06-005: crRegister April 2008 No. 628,feB-1-08.

sis do not specifithe purity of the standards and reagents to be

used,the laboratory shall choose standards and reagentdief suf NR 149.46 Handling of samples. (1) SAMPLE COLLEC-

cientpurity to ensure the validity of reported results. TION. (&) The laboratory shall retain records supplied by the col
(b) The laboratory shall certify the accuracy of all referendgctor to allow the laboratory to evaluate collection procedures

materials used to calibrate or verify tbalibration of analytical againstthe laboratorys sample acceptance policy

supportequipment. Reference materials shall be calibrated by a(b) When the laboratory provides containers and preservatives

body independent of that iohage of analytical operations thatfor samplecollection, including bulk sampling containers such as

canprovidetraceability to primary standards maintained by NISTcarboys”, the laboratory shall have standard operapinoce
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duresin place which address concerns that the containers are ddmm abovetheir freezing point to 6°C or if they are received sur

guatelycleaned and not contributing to contamination of samplasundedby ice. If the sampleare not received on ice, the labora

do not contain analytes of interest at levels which wiketfsarn  tory shall record one of the following at the time of receipt:

ple determinationsnd that the preservatives used arécseftly 1. The temperature of an actual sample.

pureto maintain the validity of reported results. Containers sup 2. The temperature oftemperature blank shipped with the

plied by the laboratory for sample collection shall allow coIIectlngarnIDIes

a suficient amount of sample to perform all requiredeguested : . -~ .

determinationsat the required or desired sensitivity 3. The temperature of the melt water in the shipping container
Note: The laboratory should establish procedures to ensure and do&l‘s\lote: The preservation status of samples may be recorded as “received on ice

hat th | - A ideq1db ib : y if solid ice is preserdaround samples when they are received at the labaratory
mentthat the sample containers it providesdo contribute contaminants The preservation status of samples refrigerated with ice packs, such as “blue ice”,

beforethey are used for collecting samples. shouldnot be recorded as “received on ice”.

(2) SAMPLE ACCEPTANCEPOLICY. (@) The laboratory shall have  (c) When multiple samples requiring thermal preservadion
and follow a written policy that clearly outlines the conditions6°C are received in the same cooler or holding contatinerentire
underwhich samples will be accepted or rejected for analysis, sitof samples shall be considered preserved if the temperature of
underwhich associated reported results will be qualified. ablank or a sample is determined to be from above freezing to

1. Drinking water samples received beyond holding tim&°C, or if there is ice remaining in the shipment container
improperlypreserved, in inappropriate containers or showirg (d) Samples to be analyzed for wholfiugfnt toxicity shallbe
dencethat they have not been collected according to approvedconsideredpreserved if their temperature on receip@aimve
acceptedprotocols shall be rejected for analysis, unless the lalfeeezingand does not exceed®
ratory candocument that it has been instructed by the client to pro (e) Exceptas specified in pars. (b) to (d), samples requiring
ceedwith analyses, and all associated results are accompanieqdfmalpreservation at a temperature other tH@ hall be con
a disclaimer attesting t_hat results may not be used to determ'”%i&éredpreserved if their temperature on receiptithin plus or
evaluatecompliance with the safe drinking water act. minus2 degrees of the required preservation temperature.

2. The results of samples that are not drinking waters shall be(5y savipLe rReCEIPT DoCUMENTATION.  The laboratory shall
appropriatelyqualified if the samples are received improperlyocumenthe receipnd condition of all samples in chronologi
preservedin inappropriateontainers, beyond holding time, with¢a| hard copy or electronic records. The records may be-main
'nSUﬁ'CﬁentVC"}éme to crc])mplﬁte requ?sm%alyses, Orb'f the |ab|‘|3 tainedin any format that retains the following information:
ratory has evidence that the samples a\I/e nolt een collecte a) The identity of the client or entity submitting samples, or
accordingto approved or accepted protocols. Alternativéie the project associated with the received samples.

laboratorymay reject the samples for analysis. ) .
(b) When samples received do not conform t riptions (b) The dates of sample collection and laboratory receipt.

providedby a collectorthe laboratorghall consult with the col ~ (€) The times of sample collection and laboratory receipt for
lector or sample originator to determine the processirgjsposi samplego be analyzed for tests with holding times equal to or less
tion of the samples. than48 hours. S _

(3) SAMPLE HANDLING PROTOCOLS. (@) The laboratorghall (d) The unique sample identification code assigned by the lab

establishand follow procedures for identifying samplesiquely ~ oratory.
The procedures shall ensure that the identity of samples cannot bée) Documentation of sample preservation status and other
confusedphysically or when referenced in records or other doceampleconditions on receipt.
ments. (H An unequivocal link betweethe sample identification

1. Samples received by a laboratory for analysis shall bedeassigned by the laboratory and figéd collection identifica
assignedh unique identification code. tion code assigned by the collector

2. Theunique identification code shall be placed on a sample (g) Therequested analyses, unless the laboratory collects and
containeras a durable label. analyzests own samples and analyses are directed by permit.

3. The unique identification code shall be used as a link to (h) The reference to requested test methods, when the collector
associatesamples with their complete histpigcluding treatment or sample originator specifies them.
andanalysis, while in the laboratosypossession. (i) Any comments resulting from the inspection undertaken to

(b) Chain-of-custody documentation shall be required foleterminewhether samples meet the policy in sub. (2).
thosefacilities that do not perform their own sample collection, (6) StoraceorsampLES. (a) The laboratory shall have prece
transportand analysis. duresand appropriatéacilities for avoiding deterioration, cen

(c) The laboratory shall apply evidentiachain of custody tamination,loss or damage of samples during storage.
procedureswhen it receives samplethat support regulatory  (b) Samples requiring thermal preservation at temperatures

investigationsor when required to do so in accordance with a wribtherthan GC shallbe stored under refrigeration within 2 degrees
tenagreement between the laboratory and the client. of the specified preservation temperature.

(4) SaMPLE PRESERVATIONAND HOLDING TIME. (&) Laborate (c) Samples requiring thermal preservation§°&t may be
riesshall follow the sample preservatiprocedures and holding storedat temperatures from above their freezing point®. 6
timesrequired by state and federal regulationshdfsample pres — (4)  samples shall be stored separately from all standards,
ervationprocedures and holding times are not required by state;@hgentsfood and other potentially contaminating sourc@am
federalregulations, laboratories shall follahe sample preserva pjesshall be stored in areas that prevent or minimize cross—con
tion proceduresand holding times established in the analyticgh mination.
method.If the analytical method does not establish sample pres

ervationprocedures or holding times, laboratories shall follow the (8). Sample extracts, digestates, leachates or concentrates,
proceduresn the authoritative sources specified in Apperitix Lcsultingfrom any initial preparatory step, shall stered as speci
of this chapter fied in this subsectian

Note: Sample preservation procedures and holding times are given in 40 CFR 13é-’||story: CR 06-005: crRegister April 2008 No. 628, fed~1-08.
ch.NR 219, SW-836 “@st Methods for Evaluating Solidaate” as cited in item 24
of Appendix IlI of this chapterand may be specified in the analytical methods. NR 149.47 Laboratory test reports. (1) GENERAL PRO-
(b) Samplesequiring preservation at 6°C under this sectiomsioNs, FORMAT AND CONTENT. (@) The results of each testper
shallbe considered preserviédhey are received at a temperaturdormedby a laboratory shall be reporteddocordance with any
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requirement®r instructions specified in approved methods or bgpprovedmethods, when the deviationseaf the validity or the
the department. defensibility of reported results.

(b) Laboratory test reports shall have formats that facilitate a. Description of these deviations may be communicated
conveyingor reviewing the content elements specifiethis see  throughnarratives, flags or qualifiers.
tion, unless otherwise provided by pars. (c), (d) and (e). Content b. When flags oualifiers are used to declare these devi
elementsmay be presented in narrative, tabukrhematic or ations,the laboratory shall include a key to describe the meaning
graphicalform, in hard copy or electronic media. of all used flags and qualifiers.

(c) When tests are performed for internal clients, or when-alab 14. The date of the test report.
oratoryhas a written agreement with a client, laboratory reports (2) AMENDMENTSTO LABORATORY TESTREPORTS. (a) Amend
may be issued by the laboratory without all the content elememientsto test reports already issued by a laboratory shall be made
specifiedin this section. Howevethe laboratory shall retain andby an authorized laboratory representative iamner that clearly
make available to the department, upon request, records th@ntifiesthe reasonfor the amendment and that references the
includethe content elements specified in this section. original laboratory test report.

(d) Laboratories that are operated Haeility whose function (b) Amended reports shall comply with the requirements of
is to provide data to monitor the facilisygtompliance with depart this section.
ment programs covered by this chapter shall retain and make(3) Test RESULTS OBTAINED FROM SUBCONTRACTORS. (a)
availableto the department, upsaquest, records that include theyhen reports contain results of tests performed by subcoentrac
contentelements specified in this sectiorLaboratory reports tors, the associated results shall inclaty qualifiers noted by the
with all the content elements specified in this section are n@incontract laboratory and shall be identified with the subcentrac

requiredto be issued if: . . tors’ facility identification codes.
1. The laboratory is responsible for preparing regulatory (b) Subcontractors shall providepon request of the orig
reportsin a specified format to the department. inatinglaboratory or the department all the information contained

2. The laboratory provides information to another individuah this section.
within the facility for preparation of regulatory reports in a speci History: CR 06-005: crRegister April 2008 No. 628,feB-1-08.

fied format to the dep_artment._ ! NR 149.48 Quality control requirements for  chemi -
(e) Unless otherwise specified by department programs thafi testing. (1) GENERAL REQUIREMENTS (@) Laboratories

receivedata on behalf of facilities, directfyom laboratories, or gpa||establish a quality control program that includesainglysis

whenprovided by parg(c) and (d), test reports from laboratorieg anpropriate samples, suak method blanks, laboratory control

shallinclude at least the following information. samplesmatrix spikes, matrix spike duplicates, replicasesre
1. The name, address and telephone of the laboratory whg&gespikes and analytical protocols, such as detection limit stud
testswere performed, as well as the name of a contact. ies and confirmatory techniques. These quality control proce
2. The laboratorg certification or registration identification duresshall be used to assess:
number. 1. Thelevel of background contamination associated with the
3. The nameand address of the client or entity whose samplggeparatiorand analysis of all samples.
wereanalyzed. 2. The sensitivity of all tests performed.
4. The sample codes or identifiggrovided by the client or 3. The level of control of an entire analytical system.
collector. 4. The bias contributed to sample results by all preparation
5. ldentification of or reference to the methods used for anagndanalysis steps.
sis. 5. The reproducibility of test results.
6. The collection date of the samples. 6. The selectivity of test methods.
7. The date of receipt of the samples. (b) At least annuallylaboratories shall review and evaluate the

8. For samples submitted to pretreatment steps, such as di eptabilitycriteria specified in this section for all quality control

tions or extractions, with identified holding times in departmertamplesand measures, and update the criteria whenever the per
regulationsthe date in which such steps were performed.  formancecharacteristics of any of these samples and measures

9. The date of analysis. change.

10. Results of analvses with their respective measurem (c) Laboratories may not adjust or correct the sample results
an dreb orting units y p %r;‘}the recoveries of associated laboratory control samples, matrix

. ) . spikesand surrogates, unless a methograject plan approved
_a. For sample results requiring adjustment for dilutions, thg; the department requires itaboratories may not subtract ana

dilution factors. lyte concentrationsound in method blanks from sample results

b. For sample results reported on a dry weligtsiis, the solids unlessa method or project plan approved by thepartment
contentand a statememtr flag indicating that results have beerrequiresit.
adjustedfor the solids content of the corresponding samples.  (d) Laboratories sha#stablish procedures for identifying and

11. For tests for which the department requires reporting t@cumentingoreparation batches that facilitate determining-com
the limit of detection, théimits of detection and quantitation of pliancewith the frequencies of quality control samples required
the associated results. by this subchapter

a. For sample results requiring adjustment for dilutions, an (2) LIMITS OFDETECTIONAND QUANTITATION. (a) Laboratories
indication of whether the detection and quantitation lirnége shall determine the limit of detection for all tests performed and
beenadijusted for the corresponding sample dilutions. for all analytes reported except for:

b. For sample results reported on a dry weight basis, an indi 1. Biochemical oxygen demand.
cationof whether the detecticand quantitation limits have been 2. Tests for which analyzing a fortified samplérigossible.
adjustedfor the solids content of the corresponding samples. 3. Titrimetric tests

12. The names and signatures of responsible parties-autho 4. Gravimetric tests, other than oil and grease as hexane
rizing reported results. extractablematerials.

13. Descriptions of any deviations encountered by the labora (b) Laboratories shall determine the limit@dtection of an
tory from chapter requirements or procedures referenced analyteby a protocol established by regulation or as referenced in
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approvedmethods of analysis. All sample—processing steps oiationrequired in this subsectiomhen matrix spikes fail estab
testmethod shall be included in the determination of a limit dishedlaboratory control sample acceptance criteria.

detection. (e) For analyses of polychlorinated biphenyls, the laboratory
(c) For tests fowhich this chapter does not require performinghall fortify a laboratory control sample with at least one Aroclor
alimit of detection, laboratories shall establish estimates of a tegter preparatiorbatch. For other tests that determine analytes with
sensitivity based orthe intended use of the data for a givenesponseshat encompass more thane chromatographic peak,
application. asin thecase of toxaphene and chlordane, the laboratory may for

(d) Limits of detection shall be determined at least annuagyy a laboratory control sample withsingle multi-peak analyte
unlessalaboratory can verify the continued applicability of a pr erpreparation batch. The laboratory shall ensure that all multi—

viously determined limit of detection by @stablished and defen peakanalytes detectable by a method are fortified in laboratory
sible protocol. controlsamples at least once every year that any of toslgtes

.arereported.

(e) Limits of detectiorshall be determined each time there is -
achange in a test methodinstrumentation that fefcts the sensi __ (1) The laboratory shall compute the recovery of each fortified
tivity of an analysis analytein a laboratory quality control sample. Tiaboratory

Laboratories shall establish procedures to relate limits sEaII evaluate th_e resul_ts of laboratosgntrol samples against

Ul i - P &ceptancecriteria published by the department, or when the
detectionto limits of quantitation. departmenhas not published acceptance criteria, against:

(g) Established limits of quantitation shall be above deter 1 criteria contained in approved methods of analysis.

minedlimits of detection. o
2. Laboratory generated acceptance criteria wapproved
(3) MeTHoD BLANK. (@) Method blanks shall be processegethodsof analysis do not contain acceptance criteria.

alongwith and under the same conditions, includingsaliple - e . .
preparatiorsteps, as the associated samplesgreparation batch, glepirtr%g;etna specified in project quality plans approved by the

Note: Method blanks are not appropriate or required for analysis of p
alkalinity, conductivity and solids determinations (g) When laboratory control samples do not meet acceptance

(b) Method blanks shall be processed at a frequency of at I§J&€r1a, the laboratory shall reprocess or reanalyze all samples
oneper preparation batch. When samples are analyzetety associatedvith the failing [aboratory cont_rol samples or qualify
odsthat do not requira preparation step before analysis, a blank€ results of all samples in the preparation batch.
different from a calibration blank, shall be analyzed at the fre (h) Laboratories may process and analyze replicate laboratory
guencyof one per analytical batch. controlsamples to establish a measure of the ability @iyt

(c) Whenever a method blank contaimsalytes of interest cal system, independent of matrixfests, to reproduce results.
abovethe detection limiof an analysis, the laboratory shall evalu "€ aboratory may reprocess or reanalyze all samples, or qualify

: : - _“theresults of all samples in a preparatizaich, if the relative per
Ztsrtgsar:g%rﬁ g;gf interference and ifeef on each sample in centdifference of laboratory sampt®ntrol duplicates exceeds

NN le ira batch shall b vzed lified if hcriteriaestablished by the laboratory
(d) A sample ira batch shall be reanalyzed or qualified if the (5) QUALITY CONTROL STANDARDS. (&) Laboratories that do

concentratiorof an analyte of interest in the associated methch% : P,
- . . t use second source standards to verify the accuracy of initial

bIankexceeSjs_the hlghegt of any of the following values: calibrationsshall analyze quality control standards as defined in
1. The limit of detection. s.NR 149.03 (57), 3 times per year at evenly spaced intervals for

2. Five percent of the regulatory limit for that analyte. all certified or registerednalytes determined by tests amenable

: commerciallyavailable.
(4) L ABORATORY CONTROL SAMPLES. (a) Unlessotherwise Note: Analysis of quality controtandards is not required for tests, such as pH,

exemptedy this subsection, a laboratory control sample Sh_a" RAich are performed using instruments calibrated by tuning them to conforamto a
processedat a frequency of at least osample per preparation versallyaccepted scientific law or scale. These tests are also exempt from initial cal

batch,along with andinder the same conditions as the associat®ptionverification with a second source standard. _
samples in a preparation batch. These conditions shall irsllude (b) Laboratories shall evaluate the results of known quality
samplepreparatiorsteps, except waste characteristic extractiorg@ntrol samplesagainst the acceptance criteria supplied by the
Note: Waste characteristic samples &oetified after the extraction is Provider. If the results oknown quality control samples exceed
completed. the acceptance limitéssued by a providethe laboratory shall
(b) Laboratory controsamples for the biochemical OXygentake corrective action and demonstrate within 30 days, through
demandand carbonaceous biochemical oxygen demand tegf@lysisof another known quality control sample or processed
shall be fortified with a mixture of glucose and glutamic acid agcondsource standard, thefettiveness of the corrective action
specifiedin approved methods of analysis. These laboratory cdaken.
trol samples shall be processed at a frequency of at least one sanf6) MATRIX SPIKESAND MATRIX SPIKEDUPLICATES. (a) Matrix
ple per analytical batch for laboratories that analyze more thanSjgkesand matrix spike duplicates corresponding todbality
samplegper week. Laboratories that analyze fewer than 20 safiystem matrix to which collected samples are assigned shall be
plesperweek shall analyze, at a minimum, one laboratory contri@focesse@nd analyzed, unless as allowed in sub. (7) (a), when:
sampleper week. 1. Mandated test methods require their analysis andfia suf
(c) Laboratory control samples are not required to be préient volumeor amount of sample has been received to permit
cessedor tests for which analyzing a fortified sample is imposstheir analysis.
ble or impractical, or when a laboratory follows p@). 2. Project plans require their analysis.
Note: Labor_atory COntrpI Samples need not be analyzec_j for the following 3. They are used in place of |ab0rat0ry control Samp|es to
tests: pH, solids determinations, chlorophyll a, cotmior oil and grease gayg1uatethe level of control of an analytical system.

asfreon eXtr"’_lCtabl_e material. . . Note: Matrix spikes need not be analyzed for the following tests:
(d) Matrix spikes or certified reference materials may be prgiochemicaloxygen demand, carbonaceous hiochemical oxygerand,

cessedor all reported analytes, at the frequency described in pgi, solids determinations, alkalinitgcidity, chlorophyll a, colgrodor oil

(a),in place of laboratory control samples, if the acceptance crigdgrease as freon extractable material.

ria for corresponding laboratory contsamples are used to eval  (b) When required to be analyzed by.a}, matrix spikes and

uate the matrix spikes and the laboratory takes the correctiw@atrix spike duplicates shall be:
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1. Processedlong with and under the same conditions as the (e) Whensample replicates do not meet acceptance criteria,
associated samples in a preparation batch. These conditions shalaboratory shall reprocess, reanalyze or qualify the results of
include all sample preparation steps, except wah#racteristic thechosen sample analyzed in replicate in the preparation batch.

extractions. Whenthe laboratory determines that the failofesample repli
Note: Waste characteristic samples &ogified after the extraction is cateshas aected other samples the same preparation batch, the
completed. laboratoryshall reprocess or reanalyze the samples or qiadifyy

2. Processea@nd analyzed at a frequency of one per prepesults.
arationbatch of samples consisting of the same quality system(8) SURROGATESPIKES. (a) Surrogateompounds specified in
matrix or at frequency specified by a project ptarclient agree approvedmethods of analysis or documented and approved proj
ment. ect plans shall be added to @amples in a preparation batch,

3. Fortified with the analytes specified in approved methodé§cluding method blanks, laboratory control samples, matrix
project plans, client agreements or witll reported analytes, SPikesmatrix spike duplicates and replicates.
exceptas allowed in sub. (4) (e). (b) The laboratory shall compute the recovery of all surrogates
4. Fortified with all reported analytes when matrix spikes al%ddledto eﬁCh samplle in a preparation batch. The Iabk():)lrart]oré/ ;haﬂ
usedin place of laboratory control samples. evaluate these results against acceptance criteria published by the

__ departmentor when the department has not published acceptance
(c) The laboratory shall compute the recovery of each fortifi i'Peria, agai%st: P P P

analytein a matrix spike and matrix spike duplicaaed the rela 1. Criteria contained in approved methods of analysis.

tive percent diierenceor absolute dierence of each fortified ana o
P . . . ; . 2. Laboratory generated acceptance criteria wapproved
lyte in a matrix spike and matrix spike duplicate pdihe labora methodsof analysis do not contain criteria.

tory shall evaluate the recoveries, atite relative percent 3. Criteria specified in documented and appropegiect
differenceor absolute range agairstceptance criteria pUb"ShedgHality plans or client agreements.

h rtment, or when th rtment has n lish . .
?eyritazggi?gtt- ent, or when the department has not published (c) When surrogate recoveries do maet acceptance criteria,
' ) the laboratory shall determine whether the failuses the result

1. Criteria contained in approved methc.)ds.of analysis.  of matrixinterference. If the failures result from matrix interfer
2. Laboratory generated acceptance criteria wapgroved ence,the laboratory shall qualify the results of thizefed sam

methodsof analysis do not contain acceptance criteria. ples. If the failures cannot be attributed to matrix interferetiee,
3. Criteria specified in documented and appropedject laboratoryshall reprocess améanalyze the técted samples or
quality plans, or client agreements. qualify sample results.

(d) When matrix spikes or matrix spike duplicatiesnot meet (9) SELecTiviTy. (@) The laboratory shall establish procedures
acceptanceriteria, the laboratory shall reprocess, reanalyze i} confirm the results obrganic analytes determined by tech
qualify the results of the chosen fortified sample in the preparatiBifluesthat, unlikemass spectrometrglo not provide a positive
batch. When the laboratory determines that the failure of matri{liqueidentification when: _
spikesor matrix spike duplicates hadeafted other samples inthe 1. The history of a sample source does not suggest the likely
samepreparation batch, the laboratory shall reprocess or reaREesencef the detected analyte. o
lyze the samples, or qualify their resuits. 2. A client or approved project plan requires it.

(7) SAMPLE REPLICATES. (a) Sample replicates may hea (b) The laboratory shall establish proceduaes! rules for
lyzedin place of matrix spike duplicates whitere is a high preb reportingresults for samples analyzed by dual column and dual
ability that a replicate pair will contain the analytes of interest Sftectorsystems that declare: o
or above the limit of quantitation of an analysis. 1. Under what conditiona presumptive identification is con

(b) Sample replicates corresponding to the quality systefl‘ﬁned' . . o
matrix to which collected samples are assigned, shall be processed?: Under whatconditions a presumptive identification is
andanalyzed when: reported. _

1. Mandated test methods require their analysis andfia suf 3. The valughat will be reported when the dual systems both

cientvolume or amounof sample has been collected or receiveBovide quantitative confirmed results. _
to permit their analysis. (c) The laboratory shall develop and document acceptance cri

2. Project plans require their analysis teria, for chromatographic retention time windows, which-con
3' Clients, by agreement with a Iaborat.craquire their anal siderretention time shifts due to routine column maintenance.
' ' (d) The laboratory shall document acceptance criteria for mass

ysis. .
. . spectraltuning.
shgl:l)b(\a/yhen required to be analyzed by.fa), sample replicates ™" cr 06-005: crRegister April 2008 No. 628, eB-1-08.

1. Processed along with and under the same conditions,NR 149.49 Quality control requirements for whole
including all sample preparation steps, as the associated sampsient toxicity testing. (1) ACUTE AND CHRONIC WHOLE
in a preparation batch. EFFLUENT TOXICITY TESTING BY SPECIES. Laboratories analyzing
2. Processed and analyzed at a frequenopnefper prepara whole effluents for acute and chronic toxicity for a givigmecies
tion batch of samples consisting of the same quality system mashall follow the quality control requirements referenced in the
or at a frequency specified by a project plan or client agreemei8tate of Wisconsin Aquatic Life ®xicity Testing Methods
(d) The laboratory shall compute the relative percefieif Manual”, 2"d edition.
enceor absolute dférence ofeach pair of sample replicates. The Note: The referenced manual can be obtained at httpw/idgov/org/water/wm/
laboratoryshall evaluate these results against acceptance critéffg2omon

publishedby the department, or when the department has net pyp (2) CHEMICAL TESTINGIN SUPPORTOF WHOLE EFFLUENT TOXIC-
lishedacceptance criteria, against: ITY TESTING. Laboratories performing tests for alkalinigmmeo

1. Criteri tained i d methods of vsi nia, hardness, pH, conductivjtgissolved oxygen and total resid
- fiteria contained in approved methods of analysIS. 51" chiorine shall follow the quality control requirements
2. Laboratory generated acceptance criteria vamproved gpecifiedin s. NR 149.48 except that laboratories need not analyze

methodsof analysis do not contain criteria. matrix spikes or matrix spike duplicates for ammonia, and-hard
3. Criteria specified in documented and appropediect ness.
quality plans or client agreements. History: CR 06-005: crRegister April 2008 No. 628,feB-1-08.
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